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Synthesis of starting materials (Experimental)



General

Melting points (uncorrected) were determined on a Stuart™ SMP40 automatic melting point apparatus. *H and 3C NMR spectra were
recorded on a Bruker Fourier 300 spectrometer (300 MHz), using DMSO-d, as a solvent and TMS as an internal reference. IR spectra
were recorded on a Varian 640-IR FT-IR spectrometer using KBr mode. Microwave-assisted reactions were performed in closed vessel
focused single mode using a CEM Discover SP microwave synthesizer (CEM, USA). The reaction temperature was measured by an
equipped IR sensor.

Synthesis of N-guanidinosuccinimide (2)

A mixture of aminoguanidine hydrochloride (6.6 g, 60 mmol) and succinic anhydride (6.6 g, 67 mmol) was heated in an oil bath until all
solids melted. Reaction mixture was continuously stirred with a glass rod until the molten mixture solidified. Reaction mixture was
heated for another 30 min. Solidified reaction mixture was then cooled to room temperature, followed by the addition of 10 mL of
water and 27 mL of ethanol. The resultant mixture was refrigerated and the deposited solid was filtered and washed with ethanol. The
crude solid was added to aqueous solution of sodium bicarbonate (3.5 M, 7 mL) and stirred for 20 min at room temperature. The
product was filtered and washed with cold water and recrystallised from acetonitrile.

White solid; yield: 3.2 g (88%); mp > 350 °C (MeCN), lit.! > 300 °C.
1H NMR (300 MHz, DMSO-dj): & 2.50 (4H, s, CH,CH,), 5.26 (2H, br s, NH,), 5.60 (2H, br's, NH,).
13C NMR (75 MHz, DMSO-dq): 6 26.7 (CH,CH,), 159.8 (N=C(NH,),), 175.4 (2 x C=0).

N-arylsuccinimides 4b, 4e, 4g, 4j, and 4k); General Procedure

A mixture of substituted aniline (2 mmol), succinic anhydride (300 mg, 3 mmol) and N,N-diisopropylethylamine (70 pL, 0.4 mmol) in
tetrahydrofuran (1 mL) was irradiated in 10 mL seamless pressure vial using microwave system operating at maximal microwave power
up to 300 W at 180 °C for 15 min. After cooling, the product was filtered and washed with tetrahydrofuran. Analytical sample was
recrystallised from a suitable solvent.

N-(4-fluorophenyl)succinimide (4b)
White solid; yield: 217 mg (56%); mp 172-173 °C (MeOH), lit.2 175-177 °C.
'H NMR (300 MHz, DMSO-d): 6 2.77 (4H, s, CH,CH,), 7.31-7.33 (4H, m, H-2’, H-3’, H-5" and H-6').

13C NMR (75 MHz, DMSO-dj): 6 28.4 (CH,CH,), 115.6 (d, %J¢ = 22.9 Hz, C-3' and C-5’), 128.9 (d, %) = 3.0 Hz, C-1’), 129.2 (d, 3Js = 8.9 Hz,
C-2’ and C-6'), 161.3 (d, Y = 245.0 Hz, C-1’), 176.8 (2 x C=0).
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N-(4-chlorophenyl)succinimide (4e)

White solid; yield: 210 mg (50%); mp 163-165 °C (MeOH), lit.3 170 °C.

'H NMR (300 MHz, DMSO-d): 6 2.78 (4H, s, CH,CH,), 7.31 (2H, d, 3/ = 8.8 Hz, H-2" and H-6"), 7.56 (2H, d, 3/ = 8.9 Hz, H-3’ and H-5’).
13C NMR (75 MHz, DMSO-d): 6 28.4 (CH,CH,), 128.7 (C-2" and C-6’), 128.8 (C-3’ and C-5’), 131.5 (C-1’), 132.5 (C-4’), 176.6 (2 x C=0).
N-(4-methylphenyl)succinimide (4g)

White solid; yield: 127 mg (34%); mp 151-152 °C (THF), lit.3 154-155 °C.

1H NMR (300 MHz, DMSO-dj): & 2.34 (3H, s, CH;), 2.76 (4H, s, CH,CH,), 7.12 (2H, d, 3/ = 8.4 Hz, H-2" and H-6’), 7.28 (2H, d, 3J = 8.3 Hz, H-3’
and H-5).

13C NMR (75 MHz, DMSO-dj): 6 20.6 (CH5), 28.3 (CH,CH,), 126.8 (C-2’ and C-6"), 129.2 (C-3’ and C-5’), 130.0 (C-1’), 137.5 (C-4’), 176.9 (2 x
C=0).

N-(4-methoxyphenyl)succinimide (4j)
Purple solid; yield: 328 mg (80%); mp 163-165 °C (MeOH), lit.? 165-167 °C.

1H NMR (300 MHz, DMSO-dj): & 2.75 (4H, s, CH,CH,), 3.77 (3H, s, OCH;), 7.02 (2H, d, 3/ = 9.1 Hz, H-2’ and H-6’), 7.16 (2H, d, 3/ = 9.1 Hz, H-3’
and H-5).

13C NMR (75 MHz, DMSO-d): 6 28.3 (CH,CH,), 55.2 (OCH3;), 114.0 (C-3’ and C-5’), 125.2 (C-1’), 128.2 (C-2’ and C-6’), 158.7 (C-4’), 177.0 (2 x
C=0).

N-(4-(N’-acetamido)phenyl)succinimide (4k)
Brown solid; yield: 446 mg (96%); mp 254-255 °C (MeOH).

'H NMR (300 MHz, DMSO-d): 6 2.06 (3H, s, CH3), 2.76 (4H, s, CH,CH,), 7.17 (2H, d, 3/ = 8.4 Hz, H-2’ and H-6'), 7.66 (2H, d, 3)=8.6 Hz, H-3’
and H-5), 10.07 (1H, br s, NH).

13CNMR (75 MHz, DMSO-dp): & 23.9 (CH,), 28.3 (CH,CH,), 119.0 (C-3’ and C-5), 127.3 (C-1’, C-2’ and C-6’), 138.9 (C-4’), 168.4 (C=0), 176.9
(2 x C=0).
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Synthesis of N-(4-isopropylphenyl)succinimide (4h)

A mixture of 4-isopropylyaniline (1.37 g, 10 mmol), succinic anhydride (1.50 g, 15 mmol) and N,N-diisopropylethylamine (348 pL, 2 mmol) in
tetrahydrofuran (10 mL) was irradiated in 30 mL seamless pressure vial using microwave system operating at maximal microwave power up to
300 W at 180 °C for 15 min. After cooling, the solvent was evaporated under vacuum. The resultant residue was mixed with aqueous solution
of sodium bicarbonate (1.2 M, 10 mL) and stirred for 10 min at room temperature. The precipitate was filtered and washed with cold water.
Analytical sample was recrystallised from aqueous methanol.

White solid; yield: 1.5 g (70%); mp 127-129 °C (MeOH/H,0).

1H NMR (300 MHz, DMSO-d,): 6 1.22 (6H, d, 3/ = 6.9 Hz, CH5CH,), 2.77 (4H, s, CH,CH,), 2.93 (1H, m, 3/ = 6.9 Hz, CH), 7.16 (2H, d, 3/ = 8.4 Hz, H-2’
and H-6'), 7.34 (2H, d, 3/ = 8.3 Hz, H-3’ and H-5').

13C NMR (75 MHz, DMSO-d,): & 23.7 (CH;CH,), 28.3 (CH,CH,), 33.1 (CH), 126.6 (C-3’ and C-5’), 126.9 (C-2’ and C-6'), 130.3 (C-1’), 148.3 (C-4’),
176.9 (2 x C=0).

N-Arylsuccinamic acids 6; General Procedure

A mixture of arylamine (20 mmol) and succinic anhydride (2.40 g, 24 mmol) were heated under refluxin 25 mL of toluene for 2.5 h. After
cooling, the precipitate was filtered and washed with toluene and hexane. Analytical sample was recrystallised from toluene.

N-(2-chlorophenyl)succinamic acid (6a)
White solid; yield: 4.49 g (99%); mp 145-146 °C (PhMe), lit.> 145-148 °C.

1H NMR (300 MHz, DMSO-d,): 6 2.51-2.53 (2H, m, CH,CONH), 2.61-2.65 (2H, br t, CH,COOH), 7.17 (1H, dt, %/ = 1.8 Hz, 3/ = 7.7 Hz, H-4’), 7.31
(1H, dt, % = 1.4 Hz, 3J = 7.7 Hz, H-5'), 7.47 (1H, dd, J = 1.5 Hz, 3J = 8.0 Hz, H-6'), 7.71 (1H, dd, %J = 1.4 Hz, 3/ = 8.1 Hz, H-3').

13C NMR (75 MHz, DMSO-d,): & 28.9 (CH,), 30.5 (CH,), 125.9-126.1 (C-2’, C-4’ and C-6’), 127.2 (C-5’), 129.3 (C-3’), 134.9 (C-1’), 170.4 (NHCO),
173.6 (COOH).

N-(3-chlorophenyl)succinamic acid (6b)
White powder; yield: 4.05 g (89%); mp 111-113 °C (PhMe).

'H NMR (300 MHz, DMSO-dg): 6 2.54-2.51 (4H, m, CH,CH,), 7.07 (1H, ddd, 4/ = 1.0 Hz, 4J = 2.1 Hz, 3J = 7.9 Hz, H-4’), 7.31 (1H, t, 3/ = 8.1 Hz, H-5'),
7.42 (1H, ddd, 4/ '= 1.1 Hz, #J = 1.9 Hz, 3/ = 8.2 Hz, H-6'), 7.80 (1H, dd, 4/ = 2.0 Hz, 4/ = 2.0 Hz, H-2).

13CNMR (75 MHz, DMSO-d): 6 28.6 (CH,), 31.0 (CH,), 117.1 (C-6’), 118.3 (C-2’), 122.5 (C-4’), 130.3 (C-5’), 132.9 (C-3’), 140.6 (C-1’), 170.4
(NHCO), 173.7 (COOH). 6



N-(3-methylphenyl)succinamic acid (6c)
White solid; yield: 4.14 g (99%); mp 134-136 °C (PhMe), lit.> 136-140 °C.

IH NMR (300 MHz, DMSO-dg): 6 2.26 (3H, s, CH,), 2.49-2.57 (4H, m, CH,CH,), 6.83 (1H, d, 3/ = 7.5 Hz, H-4’), 7.15 (1H, t, 3/ = 7.8 Hz, H-5’),
7.35(1H, d, 3/ =7.4 Hz, H-6"), 7.43 (1H, s, H-2').

13C NMR (75 MHz, DMSO-dg): 6 21.1 (CH3), 28.7 (CH,), 30.9 (CH,), 116.0 (C-6’), 119.4 (C-2’), 123.5 (C-4’), 128.4 (C-5), 137.7 (C-3’), 139.1
(C-1’), 169.9 (NHCO), 173.7 (COOH).

N-(3-methoxyphenyl)succinamic acid (6d)
White solid; yield: 3.48 g (78%); mp 106-107 °C (PhMe).

'H NMR (300 MHz, DMSO-d;): 6 2.48-2.58 (4H, m, CH,CH,), 3.72 (3H, s, OCH3), 6.60 (1H, ddd, %/ = 1.0 Hz, 4J = 2.5 Hz, 3/ = 8.1 Hz, H-4'),
7.10 (1H, ddd, 4/ = 1.1 Hz, 4 = 1.6 Hz, 3J = 8.1 Hz, H-6’), 7.18 (1H, t, 3/ = 8.0 Hz, H-5’), 7.31 (1H, dd, %/ = 2.1 Hz, 4/ = 2.1 Hz, H-2').

13C NMR (75 MHz, DMSO-d,): & 28.7 (CH,), 31.0 (CH,), 104.6 (C-2’), 108.3 (C-4’), 111.1 (C-6), 129.3 (C-5'), 140.4 (C-1’), 159.4 (C-3’),
170.0 (NHCO), 173.7 (COOH).

N-Arylsuccinimides 4c, 4d, 4f, and 4i; General Procedure

A mixture of N-arylsuccinamic acid (6) (20 mmol) and potassium acetate (5.89 g, 60 mmol) in acetic anhydride (66.70 mL) was heated
under reflux for 1 h. After cooling, the solvent was evaporated under vacuum. To the resultant reaction mixture was added aqueous
sodium carbonate (0.8 M, 50 mL), stirred for 10 min at room temperature and extracted using dichloromethane (3 x 20 ml). The organic
layer was collected and dried over magnesium sulphate overnight and evaporated under vacuum. The crude product was washed with
diethyl ether and filtered. Analytical sample was recrystallised from a suitable solvent.

N-(2-chlorophenyl)succinimide (4c)
Light brown solid; yield: 3.52 g (84%); mp 110-112 °C (Et,0).

1H NMR (300 MHz, DMSO-d,): & 2.78 (4H, s, CH,CH,), 7.24-7.27 (2H, m, H-2’ and H-6"), 7.38-7.43 (1H, m, H-4’), 7.45-7.51 (2H, m, H-3’
and H-5).

13C NMR (75 MHz, DMSO-dj): 6 28.5 (CH,CH,), 128.0 (C-1’), 129.7 (C-5’), 130.5 (C-3’ and C-6’), 130.7 (C-4’), 131.3 (C-2’), 176.0 (2 x
C=0).
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N-(3-chlorophenyl)succinimide (4d)
White solid; yield: 3.73 g (89%); mp 117-119 °C (H,0), lit.2 107-109 °C.

1H NMR (300 MHz, DMSO-d,): 6 2.78 (4H, s, CH,CH,), 7.27 (1H, ddd, 4/ = 1.8 Hz, %/ = 1.8 Hz, 3/ = 7.2 Hz, H-6'), 7.39-7.40 (1H, m, H-2'),
7.46-7.50 (2H, m, H-4’ and H-5").

13C NMR (75 MHz, DMSO-dj): 6 28.4 (CH,CH,), 125.8 (C-6’), 126.9 (C-2’), 128.0 (C-4’), 130.3 (C-5’), 132.8 (C-3’), 134.0 (C-1’), 176.5 (2 X
c=0).

N-(3-methylphenyl)succinimide (4f)
Brown solid; yield: 3.46 g (92%); mp 112-114 °C (H,0), lit.# 103-105 °C.

1H NMR (300 MHz, DMSO-d,): 6 2.33 (3H, s, CH3), 2.77 (4H, s, CH,CH,), 7.03-7.06 (2H, m, H-2’ and H-6'), 7.22 (1H, d, 3/ = 7.6 Hz, H-4’),
7.36 (1H, t, 3/ = 7.7 Hz, H-5").

13C NMR (75 MHz, DMSO-dg): & 20.7 (CH,), 28.4 (CH,CH,), 124.1 (C-6"), 127.4 (C-2’), 128.5 (C-5’), 128.7 (C-4’), 132.6 (C-1"), 138.1 (C-3’),
176.8 (2 x C=0).

N-(3-methoxyphenyl)succinimide (4i)
Light brown solid; yield: 2.91 g (71%); mp 80-82 °C (Et,0).

1H NMR (300 MHz, DMSO-dg): 6 2.77 (4H, s, CH,CH,), 3.76 (3H, s, OCH;), 6.81-6.84 (2H, m, H-2" and H-6’), 7.00 (1H, ddd, *J = 1.0 Hz, %/ =
2.5 Hz, 3/=8.4 Hz,’ H-4’), 7.39 (1H, t, 3/ = 8.3 Hz, H-5')

13CNMR (75 MHz, DMSO-dg): & 28.4 (CH,CH,), 55.2 (OCH3), 112.9 (C-2), 113.6 (C-4’), 119.3 (C-6'), 129.5 (C-5'), 133.8 (C-1’), 159.3 (C-3'),
176.7 (2 x C=0).

References
1. Chernyshev, V. M.; Chernysheva, A. V.; Starikova, Z. A. Heterocycles 2010, 81, 2291.
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!H and 13C NMR spectra of succinamic acids 6



N-(2-chlorophenyl)succinamic acid (6a)
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N-(2-chlorophenyl)succinamic acid (6a)
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N-(3-chlorophenyl)succinamic acid (6b)
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N-(3-chlorophenyl)succinamic acid (6b)
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N-(3-methylphenyl)succinamic acid (6c)
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N-(3-methylphenyl)succinamic acid (6c)
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DW 20.480 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.0043%029 sec
L4 37
L5 53
P32 98.00 usec
TDO 7
======== CHANNEL fl ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 W
======== CHANNEL f2 ========
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzle
PCPD2 98.00 usec
PLW2 9.30000019 W
PLW12 0.29359001 W
PLW13 0.20359001 W
F2 - Processing parameters
sI 32768
SF 75.4753342 MHz
WDW EM
SSB 0
LB 1.00 Hz
B D R D B B I BN RN RN RN 0
PC 1.40
180 170 160 150 140 130 120 110 100 90 80 50 40 30 20 0 ppm
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N-(3-methoxyphenyl)succinamic acid (6d)

.
L T D P . e . P L . e s BRUKER

12.117
919
313
306
299
207
180
154
114
110
108
104
087
083
081
077
617
614
609
606
591
587
582
579
715
337
583
570
549
535
527
514
509
502
496
480
416

Current Data Parameters

6.60 (ddd, J=1.01, 2.51, 8.06 Hz, 1 H) 0] H NAME LY138
7.10 (ddd, J=1.10, 1.64, 8.08 Hz, 1 H) EXPNO 1
PROCNO 1
7.18 (t, J=8.04 Hz, 1 H) HO N OMe
7.31 (dd, J=2.09, 2.09 Hz, 1 H) F2 - Acquisition Parameters
O Date 20171216
Time 17.54
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS le
DS 2
SWH 6103.516 Hz
FIDRES 0.093132 Hz
20 5.3687081 sec
RG 76.8407
DW 81.920 usec
L L L A A L B A AL | DE 6.50 usec
TE 300.0 K
pPpm pPpm Ppm D1 1.00000000 sec
TDO 1
- ﬁ ﬁ Y W .
SFO1 300.1618536 MH=z
I NUC1 1H
Pl 13.50 usec
PLW1 9.30000019 W
F2Z - Processing parameters
SI 65536
SF 300.1600001 MHz
WDW EM
SSB 0
PhMe LB 0.30 Hz
GB 0
¢ PC 1.00
!
1 1 } 1
13 12 11 10 9 8 7 6 5 4 3 2 1 0 ppm

,

0.98
T
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N-(3-methoxyphenyl)succinamic acid (6d)

— N o [ee] o (@ e N
-~ o < o™ ™ — N w0 N0 OO oW o
P . . . . O NI~ < 00 WA W o (:“:::’<::--:>
o O (o)} o (o)} — O = . e e e D ) .
~ 0 < I — O o IO OOy Oy Oy O DO @ < BRUKER
— — — — — — — W<FTMmMOMOODoN M | ‘Z-J;:::"::;--:)
o) Current Data Parameters
Fl NAME LY138
EXPNO 2
HO N OMe PROCNO 1
e} F2 - Acquisition Parameters
Date 20171219
Time™ 0.04
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 7168
Ds 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 7
CHANNEL f
75.4828392 MHz
13C
15.00 usec
22.00000000 w
= == CHANNEL f2 == =
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzle
PCPD2 98.00 usec
PLW2 9.30000019 w
PLW12 0.29359001 w
PLW13 0.20359001 W
F2 - Processing parameters
SI 32768
L F 75.4753341 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
I I I I I I I I I I [ I I [ I I | | I PC 1.40

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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'H and 13C NMR spectra of succimimides 2 and 4



N-guanidinosuccinimide (2)

o
3 % 5 5 >
. . . . o
Current Data Parameters
NAME Ly143
i‘\k EXPNO 1
PROCNO 1
(0] N 0]
) F2 - Acquisition Parameters
Date 20171226
H2N\fN Time 15.45
INSTRUM FOURTER300
NH2 PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6103.516 Hz
| FIDRES 0.093132 Hz
AQ 5.3687091 sec
RG 48.7008
DW 81.920 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H
Pl 13.50 usec
PLW1 9.30000019 W
F2 - Processing parameters
SI 65536
| SF 300.1600001 MHz
WDW EM
SSB 0
LB 0.30 Hz
' GB 0
l BC 1.00
|
j o }L J“\ L
I I I |
8 7 0 ppm
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N-guanidinosuccinimide (2)

—175.43
—159.83

O N~ MO o

NOYWOW MO W~ o

O Oy OV OY OY GO QO (@] IE'
Moo oo

Current Data Parameters

NAME
EXPNO
PROCNO

LY143
2

1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

NUC2
CPDPRG[2
PCPD2
PLW2
PLW12
PLW13

SI
SF

180 170 160 150 140 130 120 110 100

90

80

70

60

WDW
S5SB
LB
GB
PC

50 40 30 20 10 O ppm

20171230
21.23
FOURIER300

5 mm DUL 13C-1
zgpg30

65536

DMSO

8192

4
24414.063 Hz
0.372529 Hz
1.3421773 sec
501.187
20.480 usec
6.50 usec
300.1 K
.00000000 sec
.03000000 sec
.00001500 sec
.00439029 sec
37
53
98.00 usec

coolN

CHANNEL fl1 ========
75.4828392 MHz
13C
15.00 usec
22.00000000 w

CHANNEL f2 ========
300.1612006 MHz
1H
waltzlé
98.00 usec
9.30000019 w
0.29358001 W
0.20359001 w

F2 - Processing parameters

32768
75.4753376 MHz
EM
1.00 Hz

1.40
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N-phenylsuccinimide (4a)

o
HONOATOOOAOWN ANMSONI~ MO © HO MM W o
VL NNNOO @M= WWS <M N 0O OO o
PLIFF ST OMNOMONNNNNNN NN N M o0 S s .
e e e s s s s s s s s s e e s e s e . e e e e e s o
[ e e i ol ol ol ol ol el el e A O L el el M NN N NN 1

%

Co><)

(<O

TOAITNO A0 ADNAITTOWONNMSOO= T MO Current Data Parameters
OO WOWWONWLNNNOOS™WWS s < s < NAME LY126
WO W <P P TN NN NN EXPNO 1
N L i i S e o o o o ol o i PROCNO 1
N Y. A\ k2 - Acquisition Parameters
0™\ O Date 20171226
| Time 15.27
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6103.516 Hz
T T T T FIDRES 0.093132 Hz
RQ 5.3687081 sec
7.50 7.45 7.40 7.35 7.30 RG 63.5979
DW 81.920 usec
DE 6.50 usec
ﬁgﬁ \\‘8’/ © R 300.0 K
- =) — D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
| SFO1 300.1618536 MH=z
NUC1 11
Pl 13.50 usec
PLW1 9.30000019 W
F2 - Processing parameters
ST 65536
SF 300.1600017 MH=z
WDW EM
SSB 0
LB 0.30 Hz
GB 0
| PC 1.00
|
1 |
J J
8 7 6 5 4 3 2 1 0 ppm
o (om|w© o
a|o|e S
- O <
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N-phenylsuccinimide (4a)

o nooo

© 0 woo 0O T WO W o

. .o e . NOM~ S~ ®WOm o

w0 o O 0 ™~ . . . .

o~ Mo NN O OOV O @ W W o

i A TTOOMMON |

©) N (0]

I I I I I I I I I I I I I I I I I I I

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

Current Data Parameters

NAME
EXPNO
PROCNO

LY126
2

1

F2 - Rcquisition Parameters

Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

NUC2
CPDPRG[2
PCPD2
PLW2
PLW12
PLW13

20171211
17.39
FOURIER300
5 mm DUL 13C-1
zgpg30
65536
DMSO
1024
4
24414.063 Hz
0.372529 Hz
1.3421773 sec
501.187
20.480 usec
6.50 usec
300.1 K
.00000000 sec
.03000000 sec
.00001500 sec
.00439029 sec
37
53
98.00 usec

oo oN

CHANNEL f1 ===s=s====
75.4828392 MHz
13C
15.00 usec
22.00000000 W

CHANNEL f2 ========
300.1612006 MHz
1H
waltzlé
98.00 usec
9.30000019 W
0.29359001 W
0.20359001 W

F2 - Processing parameters

32768
75.4753350 MHz
EM
0
1.00 Hz
0
1.40
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N-(4-fluorophenyl)succinimide (4b)

o ww A MO MM~ W g
M N o — -0 OO0 o
R REEE Al o
~ ~ -~ M NN NN NN |
O%O
F
T T T
ppm
L_“lwgg(’(,J
©
|
[
‘ A
L A L4
8 7 6 5 4 3 2 1 0 ppm
© cJ
«Q S
“ <

(><)

LA

Current Data Parameters

NAME LY129
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20171212
Time 17.53
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 6103.516 Hz
FIDRES 0.093132 Hz
AQ 5.3687091 sec
RG 31.623

DW 81.920 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H

Pl 13.50 usec
PLW1 9.30000019 w

F2 - Processing parameters
SI 65536

SF 300.1600016 MHz
WDW EM

SSB o]

LB 0.30 Hz
GB 0

PC 1.00
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N-(4-fluorophenyl)succinimide (4b)

o) w ™M NN O O W C‘X?
r~ ® WO N OO O N WO W MO o
. [ e e e s . e Mo~ 40 wm o
¢ g SEEEIEE . BRUKER
~ O wn NN A O O OOy Oy O O o
— — L B B e B e B S F MDD NN I (:-J;:::"::;--:)
Current Data Parameters
115.63 (d, J=22.94 Hz, 2 C) NAME LY129
= EXPNO 2
128.89 (d, J=2.98 Hz, 1 C) O:;liiB&:o PROCNO 1
129.16 (d, J=8.94 Hz, 2 C) N
161.26 (d, J=244.97 Hz, 1 C) F2 - Acquisition Parameters
Date 20171212
Time 18.53
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
D 65536
F SOLVENT DMSO
NS 3072
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
R T DE 6.50 usec
TE 300.2 K
129  ppm ppm D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
DO 3
======== CHANNEL fl ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 W
CHANNEL £f2 ==
300.1612006 MHz
NuCc2 1H
CPDPRG[2 waltzlé
PCPD2 98.00 usec
PLW2 9.3000001% W
PLW12 0.2935%001 w
PLW13 0.20359%001 W
F2 - Processing parameters
SI 32768
| ] SF 75.4753332 MHz
WDW EM
SSB 0
LB 1.00 Hz
) L Y R A R A R L R LA SRR R AN RN AAAANARASS REARARAA) RANARARASS REAAAMAAR) RANRRARARNC 0
(o4 1.40

180 170 160 150

140 130 120 110 100

50 40

30

20 10 0 pme
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N-(2-chlorophenyl)succinimide (4c)

o
HO AN MOVWOOIFINANO ATV O AN ICCANDNIODNDNONMNEANDAMMO O
OISO NATNANOOCOXE-OVNTANAODNNDOC-NDMNMODOE-OOAANCOO®O DO
LOUVWOVWOVWWVWWONNUNNODISIIITIILITIILTOMNMMNMMANCHIOOOOCKWW®DWENW T T AD -
S~~~ MO NNNNNNNNNNNNNNN A

(<O

Current Data Parameters

NAME LY142
EXPNO 1
PROCNO 1
F2 - Rcquisition Parameters
Date 20171225
Time 17.13
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6103.516 Hz
FIDRES 0.093132 Hz
AQ 5.3687091 sec
RG 31.623
DW 81.920 usec
DE 6.50 usec

770 765 760 755 750 7.45 7.40 ppm ppm | o o0
D1 1.00000000 sec

;(/J\\‘ ’,/,J \\‘8 b1 0
™~ <
======== CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H
Pl 13.50 usec
PLW1 9.30000019 W
FZ - Processing parameters
ST 65536
SF 300.1600023 MHz
WDW EM
SSB Q
LB 0.30 Hz
GB 0
BC 1.00
I
JU I
u il

6 5 4 3 2 1 0 ppm
858 S
oNOo <
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N-(2-chlorophenyl)succinimide (4c)

176.02
131.34
130.74
130.53
130.50
129.72
127.99

Ny

40.28
40.00
39.73

/

39.45

39.17

38.89
38.61
28.53

(>

Current Data Parameters

o

o

o
|

NAME LY142
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20171225
Time 19.17
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 2048
DS 4
SWH 24414.063 Hz

FIDRES 0.372529 Hz
LA B A e AQ 1.3421773 sec
RG 501.187
131 130 ppm DW 20.480 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 2
O N O ======== CHANNEL fl ========
SFO1 75.4828392 MHz
Cl NUC1 13cC
Pl 15.00 usec
PLW1 22.00000000 W
======== CHANNEL f2 ========
SFO2 300.1612006 MHz
NUCZ2 1H
CPDPRG[2 waltzle
PCED2 98.00 usec
PLW2 9.30000019 W
PLW12 0.29359001 W
PLW13 0.20359001 W
F2 - Processing parameters
l sI 32768
SF 75.4753349 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
180 170 160 150 140 130 120 110 100 50 40 30 20 10 0 ppm‘© Lo

S26



N-(3-chlorophenyl)succinimide (4d)

7.503
7.501
7.496
7.490
7.476
7.469
7.463
7.401
7.394
7.390
7.388
7.290
7.284
7.278
7.267
7.260
7.254

e\

—3.331

%

—
A~ M o
~ o oG ww o
W W s < .
e e e e s =)
NN NN O™

C><)

(<

Current Data Parameters

NAME LY133
EXPNO 3
7.27 (ddd, J=1.82, 1.82, 7.20 Hz, 1 H) PROCNO 1
F2 - Acquisition Parameters
Date 20171216
Time 17.18
INSTRUM FOURIER300
9) (e) PROBHD 5 mm DUL 13C-1
N PULPROG 2g30
TD 65536
SOLVENT DMSO
NS 16
DS 2
cl SWH 6103.516 Hz
FIDRES 0.093132 Hz
A I R R L R E R B AQ 5.3687091 sec
755 750 745 T7.40 735 7.30 ppm RG 31.623
DW 81.920 usec
DE 6.50 usec
= o =y TE 299.9 K
ol = - | D1 1.00000000 sec
TDO 1
======== (CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H
Pl 13.50 usec
PLW1 9.30000019 W
F2 - Processing parameters
5I 65536
SF 300.1600026 MHz
WDW EM
SSB
LB 0.30 Hz
GB
i | | | EC 1.00
Iyl
' \
JL_A
f T T T f I T I 1
8 7 6 5 3 2 1 0 ppm
o|o|e o
ojo|e <
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N-(3-chlorophenyl)succinimide (4d)

o <)

s BRUKER

(<O

Current Data Parameters

176.51
134.00
132.76
130.34
128.01
126.88
125.78
40.28
40.00
39.72
39.44
39.16
38.89
38.61
28.39

/
N\
§

NAME LY133
EXPNO 2
PROCNO 1

F2 - Acguisition Parameters

Date 20171215
Time™ 7.39
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
O N (@] PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 1024
DS 4
SWH 24414 .063 Hz
FIDRES 0.372529 Hz
Cl R0 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 1
======== CHANNEL fl ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 W
======== CHANNEL f2 ========
SFO2 300.1612006 MH=z
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 98.00 usec
PLW2 9.30000019 W
PLW12 0.29359001 W
PLW13 0.20359001 W
F2 - Processing parameters
ST 32768
I J SF 75.4753350 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
T T T T I I I T T I PC 1.40

180 160 140 120 100 80 60 40 20 0 ppm
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N-(4-chlorophenyl)succinimide (4e)

7.31 (d, J=8.82 Hz, 2 H)
7.56 (d, J=8.85 Hz, 2 H) o/A/lo

—3.324
2.502
2.49¢6
2.490
-0.000

__-2.776

Cl
AR R A R
76 75 74 ppm
o
o~ o~
[
| |
I
ko
[rrerTeeET [rrrreTeeT [rrrTrTeeT I prorrrreTr T T T T frorrrrreT frorrrreeT prorrrTTe I
8 7 6 5 3 2 1 0
3(|3 3
NN <

(<)

(O

Current Data Parameters

NAME LY125
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20171211

Time 17.13
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 6103.516 Hz
FIDRES 0.093132 Hz
RQ 5.3687091 sec
RG 31.623

DW 81.920 usec
DE 6.50 usec
TE 299.9 K

D1 1.00000000 sec
TDO 1
======== (CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H

Pl 13.50 usec
PLW1 9.30000019 w

F2 - Processing parameters
SI 65536

SF 300.1600017 MH=z
WDw EM

SSB 0

LB 0.30 Hz
GB 0

EC 1.00
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N-(4-chlorophenyl)succinimide (4e)

— [~ M
© < <~ = AN HM WO N —
< AR Ner = en 2 <)
r—~ ™M NN O OGOV Oy O CO Q@ o IL'
= iR 22232828 . Bwﬂ
Current Data Parameters
NAME LY125
Al EXPNO 2
PROCNO 1
@) N (0]
F2 - Acquisition Parameters
Date 20171212
Time 9.17
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
Cl NS 1024
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DwW 20.480 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
T T D11 0.03000000 sec
D31 0.00001500 sec
129.0 ppm D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 1
======== CHANNEL fl ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 W
======== CHANNEL f2 ==
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzle
PCPD2 98.00 usec
PLW2 9.30000019 W
PLW12 0.29359001 W
PLW13 0.20359001 W
F2 - Processing parameters
SI 32768
L J SF 75.4753342 MHz
WDW EM
SSB 0
LB 1.00 Hz
'”‘”'”\”‘”‘”‘P'”‘”'W'”'”'”I”'”'“'V'”‘”'W‘”'”‘”\”'”'”‘F'”'”'W'”‘”'”\”'”‘”'V‘”'”'W'”'”'”I”'”'”'V‘”'”‘W‘”'”‘”I”‘“'”'V'”'”'W‘”'”‘”I”‘”'”‘;? 0 1.40
180 170 160 150 140 130 120 110 100 50 40 30 0 ppm
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N-(3-methylphenyl)succinimide (4f)

G M N WO O WO oNN g
WWMNOWN — O OO oM o
MM MONN OO MO s s <M .
N M NN NN NN N T
7.22 (d, J=7.62 Hz, 1 H) 4&
7.36 (t, J=7.71 Hz, 1 H)
i Me
74 73 72 71 ppm
HoE s
- - (]
[
.
i *
J
""""" L I B B I A I R I
8 7 6 5 4 3 2 1 0 ppm
NOo|o o o
Qe o e
|| < ©

Current Data Parameters

NAME LY139
EXPNO 1
PROCNO 1

F2 - Rcguisition Parameters
Date_ 20171219
Time 13.20
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 6103.516 Hz
FIDRES 0.093132 Hz
AQ 5.3687091 sec
RG 31.623

DW 81.920 usec
DE 6.50 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1
======== (CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H

P1 13.50 usec
PLW1 9.30000019 W

FZ - Processing parameters
SI 65536

SF 300.1600026 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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N-(3-methylphenyl)succinimide (4f)

o™ OO A O
@™ WO WO A WO NTWOWRN WO o m
. R ) NOr- <~ 00 WMo (&)
Vo) 0 N O O~ < s e s e e s e .
~ MM NN N OO OOV W o la‘lqllJ'.‘:lE;l‘!
— o ST NN N | (C-J;::>‘::;-:)
Current Data Parameters
NAME LY139
EXPNO 2
4& PROCNO 1
() () F2 - Acquisition Parameters
N Date 20171219
Time™ 14.53
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
Me SOLVENT DMSO
NS 1024
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
129 ppm D1l 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 1
======== CHANNEL f1l ==
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 W
======== CHANNEL f2 ========
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG waltzlé
PCPD2 98.00 usec
PLW2 9.30000019 W
PLW12 0.29359001 W
PLW13 0.20359001 W
F2 - Processing parameters
SI 32768
—— SF 75.4753349 MHz
WDW EM
SSB 0
LB 1.00 Hz
I I I | | I | [ I I | | | I [ I I | gB 0 1.40

\
180 170 160 150 140 130 120 110 100

90 80 70 60 50 40 30 20 10 0 ppm
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N-(4-methylphenyl)succinimide (4g)

o
oo~ O T O~ oM~ o (_‘X?
w o mo — OO OO0 mM o
NN M~ W0Ww s < m .
. . . . . . . . . . . . (en)
NS NN NN NN . BE%R
Current Data Parameters
NAME LY124
EXPNO 1
7.12 (d, J=8.37 Hz, 2 H) PROCNO 1
7.28 (d, J=8.28 Hz, 2 H) o
FZ2 - Acquisition Parameters
Date 20171216
Time 17.36
A INSTRUM FOURIER300
(0) (@) PROBHD 5 mm DUL 13C-1
N PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6103.516 Hz
FIDRES 0.093132 Hz
Me b.Yo] 5.3687091 sec
RG 53.7088
— - DW 81.920 usec
R B RA A Raaaazass [ BASaasass: Ras DE 6.50 usec
TE 300.0 K
7.4 7.3 7.2 7.1 ppm I D1 1.00000000 sec
TDO 1
‘\‘Sf ﬁs ======== CHANNEL fl ========
o o SFO1 300.1618536 MHz
NUC1 1H
P1 13.50 usec
PLW1 9.30000019 W
F2 - Processing parameters
ST 65536
| SF 300.1600023 MH=z
WDW EM
SSB 0
LB 0.30 Hz
| GB 0
L PC 1.00
|
L Lk
""""" I D T L I |
8 7 6 5 4 3 2 1 0 ppm
[21b= i) o
=11 =] o
oo < ©
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N-(4-methylphenyl)succinimide (4g)

176.86

—137.47

130.02
< 15615

T™—126.75

¢

Current Data Parameters

NAME
EXPNO
PROCNO

LY124
2
1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

NUC2
CPDPRG[2
PCPD2
PLW2
PLW12
PLW13

20171216
18.14
FOURIER300
5 mm DUL 13C-1
zgpg30
65536
DMSO
4096
4
24414.063 Hz
0.372529 Hz
1.3421773 sec
501.187
20.480 usec
6.50 usec
300.1 K
2.00000000 sec
0.03000000 sec
0.00001500 sec
0.00439029 sec
37
53

98.00 usec

CHANNEL f1
75.4828392

13C

15.00
22.00000000 w

CHANNEL f2
300.1612006 MHz
1H
waltzlé
98.00 usec
9.30000019 W
0.29359001 W
0.20359001 w

F2 - Processing parameters

|
180 1

| \
70 160

| | \
150 140 130

| T T
120 110 100

T
90

T
80

T
70

T
60

T
50

T
40

T
30

T
20

10

0 ppm

32768
75.4753352 MHz
EM
1.00 Hz

1.40

S34



N-(4-isopropylphenyl)succinimide (4h)

[en]
A M MNMOoOMOAOrrT 00NN 0MO [en]
N M~ s AOOWA~INMOWMWOWOONO WM o
M A N A ANV O M~ N <H < < <N N .
s BRUKER
r~ 0~~~ MM NNNNNNNCNNNN NN A A I LX—)
Current Data Parameters
A NAME LY134
EXPNO 1
O N o PROCNO 1
1.22 (d, J=6.93 Hz, 6 H) F2 - Acquisition Parameters
2.93 (m, J=6.87 Hz, 1 H) Date_ 20171214
— Time 15.38
7.16 (d, J=8.43 Hz, 2 H) INSTRUM FOURIER300
7.34 (d, J=8.31 Hz, 2 H) PROBHD 5 mm DUL 13C-1
. PULPROG zg30
iPr ™ 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6103.516 Hz
FIDRES 0.093132 Hz
AQ 5.3687091 sec
RG 31.623
DW 81.920 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
— - ======== CHANNEL fl ========
I SFO1 300.1618536 MHz
I \ \ 1 R I I NUC1 1H
74 7.2 m 3.0 2.9 ppm m P1 13.50 usec
PP PP PP PLW1 9.30000019 W
=4 o 2 3 F2 - Processing parameters
~ o~ - o sI 65536
SF 300.1600029 MHz
MeOH WDW EM
| SSB 0
¢ LB 0.30 Hz
P! GB 0
o PC 1.00
I Q
[ )(
""""" I D D e T
8 7 6 5 4 3 2 1 0 ppm
Sl e cle S
(3] ™~ - | ©o
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N-(4-isopropylphenyl)succinimide (4h)

— @ — [~ O
o) o ™M 00 LD WO N~ O 00N O —
. v e NOM>~ < OO oMW o
o) @ O W W e s+ & & s & b & & .
r—~ <t M NN OO OO MM o
— — — FFONONHNOMOMANN
()::ﬁz:__jEE::()

N

iPr
I

127 ppm

(<O

Current Data Parameters

NAME
EXPNO
PROCNO

LY134
2
1

F2 - Acquisition Parameters

20171214
16.08
FOURIER300
5 mm DUL 13C-1
zgpg30
65536
DMSO
1024
4
24414.063 Hz
0.372529 Hz
1.3421773 sec
501.187
20.480 usec
6.50 usec
300.1 K
.00000000 sec
.03000000 sec
.00001500 sec
.00439029 sec
37
53
98.00 usec

coonN

CHANNEL f1 ========
75.4828392 MHz
13C
15.00 usec
22.00000000 W

CHANNEL f2 ========
300.1612006 MHz
1H
waltz1l6
98.00 usec
9.30000019 W
0.29359001 W
0.20359001 W

F2 - Processing parameters

180 170 160 150 140 130 120 110 100 80 80 70 60 50 40 30 20 10 0 ppm

32768
75.4753350 MHz
EM
0
1.00 Hz
0
1.40

S36



N-(3-methoxyphenyl)succinimide (4i)

NDWOWHNONOT OO OWAOAN O 0T N [ee] o o
HONOoOOoOOANAM-M-WVWOMMmOMO AN A AAO L0 — O O
SN OO OYOYOY Oy O O 0O 0 —~ ™ 0w

T S T S . . . e e
il el e S S X e N JaNe JaN e Jpte JaNe Ve it e JaNe SN e JiNe e JiNe JiNe] ™ M NANN

e St

6.99 (ddd, J=1.04, 2. 47 8.37 Hz, 1 H)
7.39 (t, J=8.34 Hz, o

MM

7.40 ppm 7.00 6.95 6.90 6.85 ppm

2.498
2.491
2.485
-0.000

%

ﬁsf 3 5
- o -
[
[
| |
| |
L N
R D T L I I
8 7 6 5 4 3 ppm
3| 3s 3 a
= lol« ) <

(<)

(O

Current Data Parameters

NAME LY141
EXPNO 1
PROCNO 1

F2 - Rcquisition Parameters
Date 20171225

Time 17.08
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 6103.516 Hz
FIDRES 0.093132 Hz
AQ 5.3687081 sec
RG 79.5788

DW 81.920 usec
DE 6.50 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1
======== (CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H

Pl 13.50 usec
PLW1 9.30000019 W

F2Z - Processing parameters
ST 65536

SF 300.1600014 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

S34



N-(3-methoxyphenyl)succinimide (4i)

o ™ [To V] N oM
~ ™ ~ <t SRR — 00O NS OO W o

. g . e e e ANNO™ < —WWOm o
\e] ) ™M A M N e e e e e e e e s .
~ Te] ™M N — 1N O O OOy OY O O O o
— — — — Tl S U e ol e s Mo T aa B e N}

0] N O
OMe
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

Current Data Parameters

NAME
EXPNO
PROCNO

LY141
2
1

F2 - Acquisition Parameters

Date_
Time

INSTRUM

PROBHD

PULPROG

TD

SOLVENT

NS
DS
SWH
FIDRES
RAQ
RG
DW
DE
TE
D1
D11
D31
D40

NUC2

CEDPRG[2

PCPD2
PLW2

PLW12
PLW13

20171225

17.18

FOURIER300

5 mm DUL 13C-1

zgpg30

65536

DMSO

2048

4
24414.063 Hz
0.372529 Hz

1.3421773 sec

501.187

20.480 usec

6.50 usec
300.1 K

.00000000 sec

.03000000 sec

.00001500 sec

.00439029 sec

37

53

98.00

2

cocom

usec

CHANNEL f1
75.4828392

13C

15.00
22.00000000 w

CHANNEL f2

300.1612006

1H

waltzlé

98.00 usec
9.30000019 W
0.29359001 W
0.20359001 W

F2 - Processing parameters

SI
SF
WDW
5SB
LB
GB
PC

32768
75.4753350 MHz
EM
0
1.00 Hz
0
1.40
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N-(4-methoxyphenyl)succinimide (4j)

o
O N OO NN O AN NWOWOH WO <~ W) o
DO T ITNNOO O ~ MO oo W ™~ o
A A A A OO0 OO ~ 0 s .
. - . . . . - . . . - - - . - . . . . . . - o
S PO Mo N . BE%R
7.02 (d, J=9.06 Hz, 2 H) E;;;e“t bata Parami;‘f;ﬁ
7.16 (d, J=9.06 Hz, 2 H) EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
4& Date_ 20171216
Time 16.51
) N 0 INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6103.516 Hz
...... T L OMe FIDRES 0.093132 Hz
AQ 5.3687091 sec
7.2 7.1 ppm RG 16.1049
DW 81.920 usec
DE 6.50 usec
ﬁg’/LﬁS TE 300.0 K
o o | D1 1.00000000 sec
TDO 1
—=——=—=—= CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H
Pl 13.50 usec
PLW1 9.30000019 W
F2 - Processing parameters
sI 65536
SF 300.1600047 MHz
MeOH s o £
I | LB 0.30 Hz
| GB 0
PC 1.00
e
L L
""""" S I I I B
8 7 6 5 4 3 2 1 0 ppm
[=1h = [=] [{=]
S|e = D
N[N (] (]
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N-(4-methoxyphenyl)succinimide (4j)

— ™~ om )

o ~ IR o) O AME O N © —

. . .. . NNO M ®ON o

~ [o'e) o ) o e e e 4 e e e e e B

~ 0 ol oy — NO OO W W M o B
— — — — N OMMmMMA |

Current Data Parameters

NAME LY127
EXPNO 2
PROCNO 1
::1:__2&:: F2 - Rcquisition Parameters
Date 20171211
(0) (@) Time™ 18.40
N INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 1024
DS 4
SWH 24414.063 Hz
OMe FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 1
======== CHANNEL f]l ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 w
======== CHANNEL f2 ========
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 98.00 usec
PLW2 9.30000019 W
PLW12 0.29359001 W
PLW13 0.20359001 w
F2 - Processing parameters
SI 32768
L SF 75.4753336 MHz
WDW EM
SSB 0
LB 1.00 Hz
R T I I I A I N L I N I N L R AR R < 0
1.40

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm™®
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N-(4-(N-acetamide)phenyl)succinimide (4k)

o o
—~ T M o (o) T o o
o ~ < 0 < n o w0 o
. OO A (29} ~ < (@] M
o . e e e . . . . o
= A B e o : BRUKER
Current Data Parameters
NAME Y130
7.17 (d, J:8.64 HZ, 2 H) EXPNO 1
7.66 (d, J=8.61 Hz, 2 H) PROCNO 1
O&O F2 - Acquisition Parameters
N Date_ 20171213
Time 14.44
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
HN (0] DS 2
SWH 6103.516 Hz
Me FIDRES 0.093132 Hz
| ! I ! I ! I " I 20 5.3687091 sec
RG 31.623
78 76 74 7.2 ppm o 81,020 usec
DE 6.50 usec
™ © TE 300.0 K
by Py D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H
Pl 13.50 usec
PLW1 9.30000019 W
F2 - Processing parameters
SI 65536
SF 300.1600017 MHz
WDW EM
SSB 0
LB 0.30 H=z
| I GB 0
| | BC 1.00
|
L ' |
10 9 8 7 6 2 1 0 ppm
ji—f ™~ o) < (=]
o o @ S S
- ™~ (3] < o«
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N-(4-(N-acetamide)phenyl)succinimide (4k)

™ [e)] ™~ [QVIT] o
[} ™ [e)} ™M N O
O @ (e} [l el o)}
~ NeJ o NN —
— — — — —

0) N 0]

HN 0]

Me
R AT
127.5 ppm

AR WEALAAA) WAL MAAALAALAY AMAGAMAS! LAMAAAAM] AMARAMAM) WAdAMAAAN) RAAAARAAA) LAARALAS] AAAMGAML) AASMAMAA AAMAAGAAL) WAALALAAA) MAMAAALAL) WLAAAAARM] LARMAAMEY LALMAALA] SAMLALAAM) WiAAMAAL

180 170 160 150 140 130 120 110 100

50 40 30 20

g (<)

o

C? IE';E?::E%:!:!E}E?;’HI
Current Data Parameters
NAME LY130
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20171214
Time 9.21
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 1024
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 1
======== CHANNEL fl ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 w
======== CHANNEL f2 ========
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 98.00 usec
PLW2 9.30000019 W
PLW12 0.29359001 W
PLW13 0.20359001 W
F2 - Processing parameters
SI 32768

| SF 75.4753343 MHz
WDW EM
SSB 0
LB 1.00 Hz

0

PC 1.40

0 ppm

S42



'H and 13C NMR spectra of 3-(5-amino-1H-1,2,4-triazol-3-yl)propanamides 5



3-(5-Amino-1H-1,2,4-triazol-3-yl)-1-morpholinopropan-1-one (5a)

[eN)

(o)) < — 0O NWOWNOMM™

~ [e0] T ANATA N AT OO
. I9} [EoINE IS S U SUINC T I o el

— ' e e e e e e e e

— L0 MmO NN NN

o

o

o

T BRUKER
Current Data Parameters
NAME LY37
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date 20170707
Time 17.54
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6103.516 Hz
FIDRES 0.093132 H=z
AQ 5.3687091 sec
RG 17.5543
DW 81.920 usec
DE 6.50 usec
TE 300.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H
Pl 13.50 usec
PLW1 9.30000019 W
F2 - Processing parameters
SI 65536
SF 300.1599984 MH=z
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

| N
I
0 ppm
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-1-morpholinopropan-1-one (5a)

e} oy -
(@)} O (e8] M AT OO NWwWESMWn —
. .. I NTNRNO T AW A o (_'X?
o ) N e o M ¢ o) . P T T Y .
O ) i) D10 OO0 oOM o
S 83 L LES8a808854 . BE%R
Current Data Parameters
NAME LY37
O EXPNO 2
\) PROCNO 1
HN—N N F2 - Acquisition Parameters
\ Date_ 20170707
H N/<\ Time 18.08
2 N o) INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 14336
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
T T T T T T T T DE 6.50 usec
TE 300.2 K
160 158 ppm D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 14
======== CHANNEL f]l ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 W
======== CHANNEL f2 ========
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 98.00 usec
PLW2 9.30000019 W
PLW12 0.29359001 W
PLW13 0.20359001 W
F2 - Processing parameters
Shi 32768
A SF 75.4753336 MHz
WDW EM
SSB 0
LB 1.00 Hz
B 0
PC 1.40
180 170 160 150 140 130 120 110 100 60 50 40 30 20 0 ppm
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-1-(piperidin-1-yl)propan-1-one (5b)

TD

SOLVENT

NS 16

DS 2
SWH 6103.516 Hz
FIDRES 0.093132 Hz

—11.685

(>

Current Data Parameters
NAME LY88
EXENO 1

N PROCNO 1

F2 - Acquisition Parameters
Date 20171011
Time 16.14
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
65536
DMSO

20 5.3687091 sec
........ : RG 31.623
3'4 ' 1|6 1‘ 1'4 ' DW 81.920 usec
. m 5 . m DE 6.50 usec
pp PP TE 300.0 K

1.00000000 sec

======== CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H
P1 13.50 usec
PLW1 9.30000019 W
FZ - Processing parameters
SI 65536
MeCN ST 300.1600001 MHz
WDW EM
¢ SSB 0
LB 0.30 Hz
! GB 0
\ BC 1.00
1]
= —— L
A R R RRRE RARRRRARRE RERRERRRAE RRRRARRARE RERRERRRRE DR prorrrTe I T I I S
1 12 11 10 9 8 7 4 3 2 1 0 ppm

ﬁ

©0
5
(=]
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-1-(piperidin-1-yl)propan-1-one (5b)

g 5 AN WONT W AN ®© A o
o w© LeaenSAerIEeadad 9
w0 N NA0OO0OONWOOWLWMM =}
— — LT TOONNNNNNNN A
HN—-N N
\
f{zrd"’4§}d/)‘\\~///\\\‘(
(0]
MeCN
| . | J
S S I I I NN I I NN AN AR AR RN AN B REELARREAN AR RAAERARARY B
180 170 1le0 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

Current Data Parameters

Hz

sec

usec
usec
K
sec
sec
sec
sec

usec

NAME LyYssg
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20171012
Time 18.05
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 16384
Ds 4
SWH 24414.063
FIDRES 0.372529
AQ 1.3421773
RG 501.187
DW 20.480
DE 6.50
TE 300.0
D1 2.00000000
D11 0.03000000
D31 0.00001500
D40 0.00439029
L4 37
L5 53
B32 98.00
TDO 16
======== CHANNEL fl ====
SFO1 75.4828392
NUC1 13C
P1 15.00
PLW1 22.00000000
======== CHANNEL f2 ====
SFO2 300.1612006
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 98.00
PLW2 9.30000019
PLW12 0.29359001
PLW13 0.20359001

F2 - Processing parameters

SI 32768
SF 75.4753342
WDW EM
SSB o]

LB 1.00
GB Q

PC 1.40

S47
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-1-(pyrrolidin-1-yl)propan-1-one (5c)

To) o
fee) AW OTOOVWTFTNADNDNLODNOOOANATF T AN OO
g SEEE R DR R RS SRR S
— ODOMMMOMOMOMONNNNNNNNNNNAAAAAAAAA A A A A
Current Data Parameters
1.75 (m, J=6.63 Hz, 2 H) NAME LY87
1.86 (m, J=6.69 Hz, 2 H) HN-N N fﬁ;gggo %
3.27 (t, J=6.77 Hz, 2 H) PN m
3.39 (t, J=6.71 Hz, 2 H) H2N N o) F2 - Acquisition Parameters
Date_ 20171011
Time 16.10
:ggggg (=R AN W NO OO T A D INSTRUM FOURIER300
[ S RN SehhRTy S L om0 PROBHD 5 mm DUL 13C-1
e e e e e e e e s e e e L . PULPROG zg30
Mmoo amn NN NN NN A A A A A Ao o TD 65536
SOLVENT DMSO
AT VNN BN s 16
DS 2
SWH 6103.516 Hz
FIDRES 0.093132 Hz
| AQ 5.3687091 sec
| RG 31.623
DW 81.920 usec
| ‘ I DE 6.50 usec
TE 299.9 K
| D1 1.00000000 sec
A\ TDO 1
" " ' o ======== CHANNEL fl ========
SFO1 300.1618536 MH=z
ppm ppm NUC1 1H
Pl 13.50 usec
PLW1 9.30000019 W
FZ2 - Processing parameters
SI 65536
SF 300.1600000 MHz
WDW EM
SSB Q
1B 0.30 Hz
GB Q
PC 1.00
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-1-(pyrrolidin-1-yl)propan-1-one (5c)

—169.37
—159.38

EtOH

180 170 160 150 140 130 120 110 100

90

80

70

60

50

40

30

L

Current Data Parameters

NAME LY87
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20171011
Time 18.05
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 16384
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.0 K
D1l 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 16
======== CHANNEL f1 ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 W
CHANNEL f2 == =
300.1612006 MH=z
1H
waltzl6
98.00 usec
9.30000019 W
0.29359001 W
EtOH 0.20359001 W
¢ F2 - Processing parameters
SI 32768
A SF 75.4753342 MHz
© T WDW EM
SSB 0
LB 1.00 Hz
0
PC 1.40

549



3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-benzyl)propanamide (5d)

Eg OMNOMOMUW)OLWLWWWw— SN H OO O oo Eg
W WMo NAA O WO NOWY s O™ W w M o
- maaaadaaaas B dadnesoasesdecs g
:: [oole o Bw o T el il el e B S uy ;) N NN — e~ I
2.67 (t, J=7.65 Hz, 2 H)
4.26 (d, J=5.91 Hz, 2 H}
8.35 (t, J=5.64 Hz,
AN AAARARARS ' i LAY A |
ppm 7.4 7.3 ppm43 ppm 27 26
H
HN—N N
\
H2N/<\N)\/\\<
O I
| | |
EtOH
|
. h '
|
| I
= - A S ﬁ___a_HAJ_J______
| T T \ | | T T | \ |
13 12 11 10 9 8 7 4 3 1 0 ppm

Current Data Parameters

NAME
EXPNO
PROCNO

LY79
1
1

F2 - Acgquisition Parameters

Date
Time

20171004
14.29
FOURIER300
5 mm DUL 13C-1
zg30
65536
DMSO
16
2
6103.516 Hz
0.093132 Hz
5.3687091 sec
98.1519
81.920 usec
6.50 usec
300.0 K
1.00000000 sec

CHANNEL fl1 ========
300.1618536 MHz
1H
13.50 usec

9.30000019 w

F2 - Processing parameters

SI
SF
WDW
S5B

65536
300.1600010 MHz
EM
0
0.30 Hz
0
1.00

S50



3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-benzyl)propanamide (5d)

~ < o MmO N
— (18] Tg} — O W NOWODOMWMESO ™~ W)W o
. . . CRCE O NI S 000N o
— [e0] [e)] « ~ WO L T T T Y .
~ o] o™ NN N N~ O )oY Gy o 0O M M O o
— — — — — - D<o oy -
T T
128 127 ppm
HN—N N
\
F*zrqulgb /)“~4//\\\X§
N o)

EtOH EtOH

| } }

" " I M Naarsand — -

180 170 1e0 150 140 130 120 110 100 90 80 70 0 50 40 30 20 10 0 ppm

Current Data Parameters

NAME LY79
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date 20171009
Time™ 18.05
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 16384
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 16
======== CHANNEL f1 ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 w

== CHANNEL f2 == =
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG [2 waltzlé
PCPD2 98.00 usec
PLW2 9.30000019 w
PLW12 0.29359001 w
PLW13 0.20359001 W
F2 - Processing parameters
SI 32768
SF 75.4753350 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-methoxybenzyl)propanamide (5e)

Sg SR Q‘ﬂ% :3 g§ — S% ™~ g:UT 0]52 0\5%[“ ™ P‘r%é% @ O E;E“ ™M Sg ?;Eg
-~ [00] N -~ N ~—~ N OO @ - T (N G O o
r; ﬁiﬁloﬂ ‘ﬂ ﬁjG?C? KD ﬁ|ﬁir‘fﬁi9'© K)I}U)Ln Q‘Q'Q‘Q‘Q‘Q‘ﬁﬁtﬁtD C)CS lE'l"!lL'l";lEElil
— 0 [~ \W0Ww u1 <r cr Oﬂ ﬁﬁ cq Pu Cﬂ Cﬂ CQ CQ (ﬂ Cﬂ Cﬂ Cﬂ Cﬂ cv Cﬂ r4 r4 —
Current Data Parameters
2.65 (t, J=7.70 Hz, 2 H) o Lrso
4.19 (d, J=5.85 Hz, 2 H) PROCNO 1
6.87 (4, J=8.73 Hz, 2 H) H } .
7015 (4, 0-8.73 Hz, 1) HN-N N s M e
8.27 (t, J=5.69 Hz, 1 H) /4\ )\/\\< Time 14.34
H2N N O INSTRUM FOURIER300

PROBHD 5 mm DUL 13C-1

PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6103.516 Hz
FIDRES 0.093132 Hz
AQ 5.3687091 sec

RG 76.6739
| ! I [ [T T T T DW 81.920 usec
DE 6.50 usec
ppm 7.2 ppm 4.2 ppm 2.7 ppm 250 245 ppm or 3001 K
D1 1.00000000 sec
YRR |
======== CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1l 1H
Pl 13.50 usec
PLW1 9.30000019 W
F2 - Processing parameters
ST 65536
SF 300.1600006 MH=z
WDW EM
SSB 0
LB 0.30 Hz
GB 0
O EtOH BC 1.00
| [
|
1l [ I .
A 1 : I
13 12 11 10 9 8 7 4 3 2 1 0 ppm

0.96
0.96
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-methoxybenzyl)propanamide (5e)

o < O < ™ N SO0 O N WSO O o
. . . PR . MM NI < 00w 0N o
— [ex o] — @ ™ T f
= e i P - BRUKER
— — — — N <F<FT Mmoo
Y. N omMe N\ TS\ (O
Current Data Parameters
NAME LY80
H EXPNO 3
PROCNO 1
HN-N N
//[\ >>§§\J/f\‘xg F2 - Acquisition Parameters
Ho N Y, Date_ 20171010
2 N @) Time 18.09
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 16384
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 16
======== CHANNEL f] ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 W
======== CHANNEL f2 ========
SF02 300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 98.00 usec
PLW2 9.30000019 W
PLW12 0.29359001 W
PLW13 0.20352001 W
F2 - Processing parameters
N o SI 32768
SF 75.4753350 MHz
WDW EM
SSB 0
I T I I I I I R I U N I R RN AN NN AR R Lg 0 1-00 Hz
180 170 160 150 140 130 120 110 100 90 &80 70 60 50 40 30 20 10 0 ppm ®c 1.40
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-fluorobenzyl)propanamide (5f)

g: MO OoONMmM — O~ ~O oM
(Xe] (o IRNO LS N n T O IS LN A0 BN T BN o BN e ) — TN WOT OO
. ﬁﬁ ﬁ? ﬁﬁ fﬂ Cﬂ Cﬂ CQ r4 r4 CD O Cﬂ fﬂ ﬁW\D \D kD Uﬁ Uj u)
:j CUCD UD[“ T‘[‘ r—[\ F‘[‘ u{ Q'<f(n OJ(V OJCV OJ(V
2.67 (t, J=7.58 Hz, 2 H)
4.24 (d, J=5.91 Hz, 2 H)
7.12 (dd, J-8.93, 8.93 Hz, 2 B) H
7.25 (dd, J=5.66, 8.75 Hz, 2 H) -
8.36 (t, J=5.79 Hz, 1 H) TN Zan
N 0

85 84 ppm 73 7.2 ppm43 ppm

ﬁf’ﬁﬁﬁr”ﬁfﬁf

2.5

ppm

\\\#\%%

Current Data Parameters
NAME LY81

EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20171005

Time 16.17
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 6103.516 Hz
FIDRES 0.093132 Hz
AQ 5.3687091 sec
RG 89.3912

DW 81.920 usec
DE 6.50 usec
TE 300.1 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 300.1618536 MHz
NUC1 1H

Pl 13.50 usec
PLW1 9.30000019 w

F2 - Processing parameters
ST 65536

SF 300.1600001 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-fluorobenzyl)propanamide (5f)

o @ ~ [q\Ies N To} ol o

o™~ 0w mMmom ~ O o [e2Ne] NINWoOoON WSO N <
. I . . A AN~ WMo
— N O~ N 0 < <r . cor e e e e e
~ o ToNTe} Mo NN — N — O Oy OoYOoY OY 0O CO (M N QO
— — — — DTN NN A
RNY V AN

—=0.01

Current Data Parameters

114.81 (d, J=21.6l1 Hz, C) NAME Lys1
128.91 (d, J=8.20 Hz, 2 C) EXPNO 2
135.70 (d, J=2.98 Hz, 1 C) H FROCNO !
160.98 (d, J=242.00 Hz, 1 C) HN—N N F2 - Acquisition Parameters
/4\ m Date_ 20171005
Time 18.05
HaoN N (e} INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 15360
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
T T L I AL [ DE 6.50 usec
TE 300.1 K
136.0 ppm 129 ppm 115 ppm o1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 15
======== CHANNEL fl ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 W
======== CHANNEL f2 ========
SFO2 300.1612006 MHz
NuUC2 1H
CPDPRG[2 waltzlé
PCPD2 98.00 usec
PLW2 9.30000019 W
PLW12 0.29353%001 W
EtOH EtOH PLW13 0.20359001 W
¢ ¢ F2 - Processing parameters
| | SI 32768
w v " » ‘ v e " " o ity F 75.4753350 MHz
WDW EM
SSB 0
LB 1.00 Hz
AARAARARY NARAARAARY RARARARARY AARRARRARH AARARRARAS RARAARARRS NARARARRAS RARRARRARS RARARRRRNS RARRAARARY NARRARARRY AAMRAARARY RARAARARN] ARARRARRAS RARARARRRY ARARRARRAS RARRRRARRY RARARARRAS RASRARAARS RARARRARRNC!-] 0
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 pmeC L-a0
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(3,4-difluorobenzyl)propanamide (5g)

gg g;LD O~ MO oOO Moo TroNTOOTT OO OO WWMEsEO S O E;
(S WM AN OO ONOFTWOTrMOOMMEWOUNWOSLOWOWWOOWMSdAdd OO oYW (=]
: (TEATaaaaaqaaaaaaegeceeeeneqaaavuuunTT o
o :(DGDwr“P-PF“P‘FF‘P-FIHF‘P-PF‘P—FF‘P—Pr‘P‘MLﬂﬂ*T(ﬂCﬂDJN(VOJNCV 1
4.25 (d, J=5.88 Hz, 2 H)
8.42 (t, J=5.58 Hz,
T ”I' T 'I' " 'I“' TTTTpTTTTTTE U DR RARARAAR BRI
8 4 ppm 71 ppm 4.3 ppm 2.8
F
F
H
jﬂf—N N
NS
HaNT Sy 5
|
| [
|
i A
| |
10 9 8 7 6 5 4 3 2 1 0 ppm

13 12 1
TEE s B HoEE
o o -— N~ -— [=] o <

(><I

Current Data Parameters

NAME LY97
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20171019

Time 15.36
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 6103.516 Hz
FIDRES 0.093132 Hz
RO 5.3687091 sec
RG 63.133

DW 81.920 usec
DE 6.50 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H

Pl 13.50 usec
PLW1 9.30000019 W

F2 - Processing parameters
ST 65536

SF 300.1599990 MHz
WDW EM

S5B 0

LB 0.30 Hz
GB 0

PC 1.00
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(3,4-difluorobenzyl)propanamide (5g)

TN O OOCOMT - NOO AT HO™~ O~
OO O0OOWOC~WTOTTFTONWLWOLANSOI N WONSWOWWAN o
OO oM AN~ OO~ m®mmo ™ OO0 caenmaeNns <
— . . . . .
L I B e B e I e T e e e IO IO e IO e e R s IO O O e B IO e IO e B B | OO TN | LX)
Current Data Parameters
115.89 (d, J=17.36 Hz, 1 C) NAME LY97
117.09 (d, J=17.00 Hz, 1 C) EXPNO 2
123.58 (dd, J=3.13, 7.00 Hz, 1 C)
= F2 - Acquisition Parameters
137.47 (dd, J=5.52, 3.83 Hz, 1 C) Do Bed Sonarars
149.14 (dd, J=245.11, 12.69 Hz, 1 C) Time 17.06
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 18432
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
""""" o AQ 1.3421773 sec
150 148 m 137 5 123 5 117 e s ane
pp . ppm -2 ppm ppm oW 20.480 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.0043%9029 sec
F L4 37
F L5 53
P32 98.00 usec
TDO 18
H ======== CHANNEL fl ========
_ SFO1 75.4828392 MHz
HN N N NUC1 13C
/4\ »\/\\( Pl 15.00 usec
HoN PLW1 22.00000000 W
N o)
======== CHANNEL f2 ========
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzle
PCPD2 98.00 usec
PLW2 9.30000019 W
PLW12Z2 0.29359001 w
PLW13 0.20359001 w
F2 - Processing parameters
L “ " J sI 32768
- ! N F 75.4753327 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
T I I T I I I I I T T I I T T I I I I BC 1.40
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(3-trifluoromethylbenzyl)propanamide (5h)

w © o

o o O~ NO O N~ O Ao~ 0N o

™ o) O WYL Mm M O YN WO MOoO® o

. . O < T 00w ~ o MM MO~ ©OUnn s .

S I e : BRUKER
— — @ @ O r~ I~~~ 0N N TS NN NN NN I LN

4.36 (d, J=5.85 Hz, 2 H)

Current Data Parameters

NAME LY93
8.49 (t, J=5.48 Hz, EXPNO 4
PROCNO 1
F2Z - Acquisition Parameters
Date 20171018
Time 12.12
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
AR LAY LAY REARRELERY AR NS 16
86 ppm 77 76 75 pm 44 ppm 28 27 26 2.5 ppm o 6103, 51¢ Bz
FIDRES 0.093132 H=z
A0 5.3687091 sec
RG 58.2496
DW 81.920 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
F3C TDO 1
======== CHANNEL f1 ========
SFO1 300.1618536 MHz
NUC1 1H
H Pl 13.50 usec
HN—N N PLW1 9.30000019 W
H N/<\ \ ; F2 - Processing parameters
2 N | SI 65536
[ SF 300.1599986 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
| PC 1.00
[ ' J
A ' L
[ I I I I I I I I I I I | I |
10 9 8 2 1 0 ppm

|

4.93
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(3-trifluoromethylbenzyl)propanamide (5h)

AT~ ANCTON~ AN~ NOMOMOD m
T OMC A" O0ONNAONOWDW T TN NN ST L e B B el o [ an I T o I )] —
L T NG~ < OO o =)
HOO A0 MO ME M N L I I R T SR S . BRUKER
COWTONNNNN NN N NN N NN A —C OO OYOY oMM =
i e B B B B B B B B A I B B B B R B B B TN N I LN
Current Data Parameters
NAME LYS93
123.31 (g, J=3.71 Hz, 1 C) im0 :
123.49 (g, J=3.76 Hz, 1 C) PROCNO 1
124.20 (q’ J=272.22 Hz, 1 C) F2 - Acquisition Parameters
128.90 (g, J=31.44 Hz, Date 20171018
Time 17.05
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 17408
DS 4
SWH 24414 .063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.0 K
A e A e D1 2.00000000 sec
2':9 23 < D11 0.03000000 sec
1 m 1 m D31 0.00001500 sec
PP pp D40 0.00439029 sec
F3C L4 37
LS 53
P32 98.00 usec
TDO 17
H ======== CHANNEL fl ========
SFO1 75.4828392 MH=
HN N N NUC1l 13C
/4\ \ Pl 15.00 usec
HoN N PLW1 22.00000000 W
======== CHANNEL {2 ========
SFOZ2 300.1612006 MH=z
NuCz2 1H
CPDPRG[2 waltzlé
PCPD2 98.00 usec
PLW2 9.30000019 W
PLW1Z2 0.29359001 w
PLW13 0.20359%001 w
F2 - Processing parameters
J ST 32768
ras, ol N - A SF 75.4753327 MHz
WDW EM
SSB
LB 1.00 Hz
B
PC 1.40
180 170 160 150 140 130 120 110 100 90 50 40 30 20 0 ppm
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(phenylethyl)propanamide (5i)

11.682
953
936
917
311
306
286
283
263
210
203
187
178
165
594
330
288
265
240
220
719
694
670
629
606
578
514
508
502
496
490
400
381
370
347

-0.000

2.37 (t, J=7.92 Hz, 2 H) H
2.60 (t, J=7.76 Hz, 2 H) /H<N N N\/\©
2.69 (t, J=7.38 Hz, 2 H) o\

3.25 (q, J=6.82 Hz, 2 H) H2N )\/\\<
7.94 (t, J=5.39 Hz, 1 H) k
WWTWTWWWTW ;

ppm 7.3 ppm 3.3 ppm

S WWW Wr

<)
BRUKER
(. ><)

Current Data Parameters
NAME LYg82
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20171005
Time 16.22
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 6103.516 Hz
FIDRES 0.093132 Hz
AQ 5.3687091 sec
RG 84.3829

DW 81.920 usec
DE 6.50 usec
TE 300.1 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H

Pl 13.50 usec
PLW1 9.30000019 W

F2 - Processing parameters
SI 65536

SF 300.1600003 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(phenylethyl)propanamide (5i)

< — ™ [l N

o s} < 0~ o —HH M0 WO N O —

. . . NHMOM N O SO o

— [e 0] [¢)) wwm L T T R S T .

S 3 838 Sccssassias < BRUKER

— — — — TTOOOMOMMM M N ] LN

H Current Data Parameters

HN—N N NAME Y82

H,N /<\N m PROCNO 2
o

F2 - Acquisition Parameters

=
=

Date 20171007
Time 19.28
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 15360
oo U S;H 24414 Dﬁg Hz
128.5 ppm 40 39 ppm FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 295.9 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 15
======== CHANNEL fl ========
SFOl 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 W
CHANNEL f
300.1612006 MH
1H
waltzlé
98.00 usec
9.30000019 w
0.29359001 W
0.20359001 W
F2 - Processing parameters
SI 32768
L . y B ” SF 75.4753357 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
T T I T I T I I T I T I I T I T T T T PC 1.40

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(phenyl)propanamide (5j)

(o)) N (]
— 0] - M~ NM~OWA WO o NO AT ONOO o m
oM o ShmaNooe ~ o MR Oinmn - <
N . T B e e s s s s s o
— i o)) N~~~ 0 0 o) M NN NN NN NN ] BCR‘UXKE)R
Current Data Parameters
7.01 (t, J=7.37 Hz, 1 H) NAME Iy73
7.28 (t, J=7.91 Hz, 2 H) H EXENO 3
7.59 (d, J=7.62 Hz, 2 H) HN-N N PROCNO 1
/4 \ | F2 - Acquisition Parameters
HoN \N Date_ 20171219
Time 13.25
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG 2930
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6103.516 Hz
FIDRES 0.093132 H=z
T T T T T Ag Sigg—ﬁ’gg; sec
R .
7.6 7.4 7.2 ppm DW 81.920 usec
DE 6.50 usec
c,’/ﬁ“rl\‘of TE 300.1 K
=] =) =] D1 1.00000000 sec
o™ ™ - TDO 1
======== CHANNEL fl ========
SFO1 300.1618536 MH=z
NUC1 1H
Pl 13.50 usec
PLW1 9.30000019 W
: F2 - Processing parameters
ST 65536
| SF 300.1600000 MHz
| WDW EM
\ SSB 0
LB 0.30 Hz
| I GB 0
PC 1.00
|
| IS N I I I IR I I I L I I I I I
13 12 11 10 9 8 7 6 5 4 3 2 1 0 ppm
Wnﬁwr © oflajo vammﬁ -
~ ~ o ollele < < o
=) S S ol [+~ = =) <
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(phenyl)propanamide (5j)

S o < O ™~ Oy WO
™ © ~ ™~ Tl <) ~ O~ <O WO LW
o T
2 B8 5 & 8% S G ol 0t 6 @ 03 . BRUKER
— — — Lo I e o | TN MO o N
Current Data Parameters
H NAME LY73
EXPNO 4
HN—N N PROCNO 1
H N/Q\ ) F2 - Acquisition Parameters
2 N Date 20171219
Time 17.05
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 14336
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 14
======== (CHANNEL f]l ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 W
======== CHANNEL f2 ========
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 98.00 usec
PLW2 9.30000019 W
PLW12 0.29359001 W
PLW13 0.20359001 W
F2 - Processing parameters
SI 32768
F A VRN b " - F 75.4753349 MHz
M i T N " i WDW EM
SSB 0
LB 1.00 Hz
”'”'”'V'”‘”'W‘”‘”'”I”‘“'”‘P'”'”‘W‘”'”'”\”'”'”'P'”‘”‘W'”'”‘”\”‘”'”'F'”‘”‘W'”‘”'”I”‘”'”'F‘”‘”'W‘”‘”‘”I”'”'”'P‘”'”‘W‘”'”‘”\”'”‘“‘P'”‘”"P? 0 1.40
180 170 1e0 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(phenyl)propanamide (5j)

H
HN—N N
I B, ) BRUKER

Current Data Parameters
14 LY

NAM 73
ppm EXPNO 6
PROCNO 1
i F2 - Acquisition Parameters
Date 20171231
] — 0 Time 19.46
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG hmbegplpndgf
[ TD 204
SOLVENT DMSO
NS 250
| 20 DS 16
4 SWH 6103.516 Hz
o FIDRES 2.980232 Hz
AQ 0.1677722 sec
t RG 501.187
DW 81.920 usec
—] DE 6.50 usec
TE 299.9 K
_— : - 40 ez 145.0000000
CNST13 10.0000000
Do 0.00000300 sec
D1 1.42610800 sec
[ D2 0.00344828 sec
D6 0.05000000 sec
D16 0.00020000 sec
| 60 D31 0.00001350 sec
D32 0.00002700 sec
D33 0.00001200 sec
D36 0.00100000 sec
t D38 0.00002980 sec
INO 0.00002980 sec

CHANNEL f1 =
300.1618659

13.50 usec
27.00 usec
9.30000019 W

CHANNEL f2 =
75.4828272
13C

e
I

12.00 usec
22.00000000 W

GRADIENT CHANNEL

GPNAM[1] RECT. 1
N GENAM[2] RECT.1
4" ] 8 E Q | 120 GPNAM[3] RECT.1
GPzl 50.00 %
6P22 30000 %
O GPz3 40010 %
F P16 1000.00 usec

Fl - Acquisition parameters
™D 12

o é [ 1 40 SFO1 5. 48282 MHz

FIDRES 131.082214 Hz
SH 222.283 ppm
| FnMODE QF
F2 - Processing parameters
4 sI 2048
r I SF 300.1600018 MHz
160 WDW SINE
5SB 0
1B 0 Hz
. ) ) F GB 0
BC 1.40
F1 - Processing parameters
180 = 1024
M2 QF
SF 75.4753377 MHz
WDW SINE
T L I I I I I I I I I I B I ssB 0
\ T T \ \ T T T | T | \ \ s= 0

—

4 13 12 11 10 9 8 7 6 5 4 3 2 1 0 ppm “ °



3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-fluorophenyl)propanamide (5k)

© 0 ©

o~ © o ONWOWOOONIMWOONWYMWOT M ——H OO M
™ 0 O NHOOWOIIFNANNHODNW®IM™~O MOWMHOOO O
. . VOO AA A A A OO O™ O MM~ OO WO <
o~ — P T T L T P T T
— — [ e el e el e e e N Ll o Wl o) M N NNNNNNN

[ S

7.12 (dd, J=8.94, 8.94 Hz, 2 H)

7.61 (dd, J=5.06, 9.14 Hz, 2 H) HN=N H©\
)
HZN/(\ )\/\\g F

, <)
- BRUKER
| (>

Current Data Parameters

ST
SF

13 12 11 10

o

NAME LY110
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date 20171229

Time 12.36
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 6103.516 Hz
FIDRES 0.093132 Hz
AQ 5.3687091 sec
RG 117.114

DW 81.920 usec
DE 6.50 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H

Pl 13.50 usec
PLW1 9.30000019 W

F2 - Processing parameters

65536
300.1599999 MHz
EM
0
0.30 Hz
0
1.00
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-fluorophenyl)propanamide (5k)

— -—|-—I|-—|-—| — TT-—cT crmmr?mmmz o '
[NV YooV Ve
H
) F
N\
HoN N o
115.07 (d, J=21.62 Hz, 2 C)
120.56 (d, J=7.47 Hz, 2 C)
135.66 (d, J=2.20 Hz, 1 C)
157.68 (d, J=239.20 Hz, 1 C)
M
|
N
[
[
A
P l\/wwﬁ\fmuu
——
136.0 ppm ) .
| | |
120 118 ppm
L | .
] L L L) LR L R L] R L) L L) LR L LR LA LAy LAY LA A B
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm

Current Data Parameters

NAME LY110
EXPNO 5
PROCNO 1

F2 - Acquisition Parameters
Date 20171231

Time 5.12
INSTRUM FOURIER300
PROEHD 5 mm DUL 13C-1
EULEROG zgpg3o

TD 65536
SOLVENT DMSO

NS 15360

DS 4

SWH 24414 .063 Hz
FIDRES 0.372529 Hz
RO 1.3421773 sec
RG 501.187

oW 20.480 usec
DE 6.50 usec
TE 300.0 K

D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37

LS 53

P32 98.00 usec
TDO 15
======== CHANNEL fl1 ========
SF01 75.4828392 MHz
NUC1 13C

Pl 15.00 usec
PLW1 22.00000000 W
======== CHANNEL f2 ========
SF02 300.1612006 MHz
NUC2 1H
CPDERG[2 waltzlé
ECPD2 98.00 usec
PLWZ2 9.30000015 W
PLW12 0.29359001 W
PLW13 0.20359001 W

F2 - Processing parameters
SI 32768

EF 75.4753344 MHz
WDW E

S5B 0

LB 1.00 Hz
GB 0

BC 1.40
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(2-chlorophenyl)propanamide (5I)

ﬁﬁ pl CWVWOoOWAHOTMOOMANMSHM~I HOLWLW o o sy p=t
I8} o NNMMOOOOMNMNOODD-NOOOLMOO n HOo ~ o
MEETITTOOOONN A A 0O M ~n o .
S o N e N T M NN o ﬁ) IE'IF‘!IJ'l‘KIEE:IHI
7.16 (dt, J=1.37, 7.68 Hz, 1 H) Current Data Parameters
7.31 (dt, J=1.42, 7.73 Hz, 1 H) gggo LY13§
7.47 (dd, J=1.43, 7.97 Hz, 1 H) 1
T.74 (

76 75 74 73 ppm BG

ﬁéﬁ wgr wgf wgr

IMeCN oW

I 1

PROCNO
d, J=7.65 Hz, 1 H)
! HN—N F2 - Acguisition Parameters
//[\ /X\\J//~\Xg Date_ 20171214
H2N N Time 15.56

INSTRUM
PROBHD
PULPROG
TD
SOLVENT
N3

DS

FOURIER300
5 mm DUL 13C-1
zg30
65536
DMSO
16
2
6103.516 Hz
0.093132 Hz
5.3687091 sec
88.2943
81.920 usec
6.50 usec
300.0 K
1.00000000 sec
1

CHANNEL fl1 ========
300.1618536 MHz
1H
13.50 usec

9.30000019 W

F2 - Processing parameters

65536
300.1600002 MHz
EM
0
0.30 Hz
0
1.00
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(2-chlorophenyl)propanamide (5I)

Iy |\ v | |
HN-N H@
H2N/<\N»\/\\<
e I L
480 170 160 150 140 130 120 110 100 90 8 70 60 50 40 30 20 10 O ppm

Current Data Parameters

Hz
Hz
sec

usec
usec

sec
sec
sec
sec

usec

usec
W
W
W

MHZ

Hz

NAME LY132
EXPNC 2
PROCNO 1
F2 - Acquisiticon Parameters
Date 20171214
Time 18.06
INSTRUM FOURIER300
PROEBHD 5 mm DUL 13C-1
PULPROG Zgpg30
TD 65536
SOLVENT DMSO
NS 14336
Ds 4
SWH 24414 .063
FIDRES 0.372529
pila] 1.3421773
RG 501.187
oW 20.480
DE 6.50
TE 300.0
01 2.00000000
011 0.03000000
D3l 0.00001500
D40 0.00435025
L4 7
L& 53
P32 598.00
TDO 14
======== CHANNEL fl1 ====
SFO1 75.4828392
NUOC1 13C
Pl 15.00
PLW1 22.00000000
======== CHANNEL £f2 ====
SFO2 300.1612006
NUC2 1
CPDPRG[2 waltzlé
PCPDZ 98.00
PLW2 %.3000001%
PLW12 0.29359001
PLW13 0.20359001
F2 - Processing parameters
21 32768
SF 75.4753350
WDW EM
SEB 0

LB 1.00
GB 0

PC 1.40
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(3-chlorophenyl)propanamide (5m)

0 ) < o
I \e) NOITC-NOONOANONONOEMNMOTO-MEO ® ™ N o m
™ ) AN AN LT FTNNAAMNO L WWW@WOWOWLWIMNS D o ™~ o
. O DO IS NNANOOOODOOD O ™M n o .
o~ — f R T T . . o
— — B i e e e e e o e e el S L S S i e N To B (R ™~ ™ I BCR%R
Current Data Parameters
7.07 (ddd, J=0.98, 2.08, 7.92 Hz, 1 H) NAME LY128
7.31 (t, J=8.06 Hz, 1 H) AN !
7.43 (ddd J=1.01, 1.93, 8.28 Hz, 1 H)
7.82 (dd, J=1.97, 1.97 Hz, 1 H) F2 - Acquisition Parameters
Date_ 20171227
Time 10.48
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
........................... DS 2
SWH 6103.516 H=z
7. 85 ppm ppm 7 1 ppm FIDRES 0.093132 Hz
50 5.3687091 sec
RG 119.896
DW 81.920 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
— ======== CHANNEL f] ========
HN—N N SFO1 300.1618536 MH=z
/4\ »\/\\( NUC1L 18
H2N N o) P1 13.50 usec
PLW1 9.30000019 W
MeCN F2 - Processing parameters
ST 65536
¢ SE 300.1600002 MHz
| WDW EM
;! SSB 0
LB 0.30 Hz
I GB 0
| II PC 1.00
‘ J ' I J
|
A N J\ L
I [ I | I I T T T TP Tttt
10 9 5 4 3 2 0 ppm
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(3-chlorophenyl)propanamide (5m)

[Te] ) 0 N OO
— w - o N Mo WO O oHu W
- . . . . - - LI NOM~ < W W
(=] Oy WO [} o O o 00 [~ D
- ) = MM N SO OG Gy T M
= — — — = =~ S U Ao o p BN Lo T o0 NS TR oV
Cl
H
HN—N N
\
N\
HoN N

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

g (<)
n o
o .
T BRUKER
V<)
Current Data Parameters
NAME Lylzg
EXPNO 2
PROCHNO 1
F2 - Acguisition Parameters
Date 20171212
Time™ 21.53
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSQO
NS 14336
Ds 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 14
======== CHANNEL f]l ========
SFO1 75.4828392 MHz
NUC1 13¢C
Pl 15.00 usec
PLW1 22.00000000 w
======== CHANNEL {2 ========
SFOZ2 300.1612006 MHz
NUCZ2 1H
CPDPRG[2 waltzlé
PCPD2 98.00 usec
s PLW2 9.30000019 W
Me(N PLW12 0.29353001 W
¢ PLW13 0.20359001 W
F2 - Processing parameters
J SI 32768
SE 75.4753343 MH=z
WDW EM
SSB 0
LB 1.00 Hz
B 0
PC 1.40
0 ppm
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-chlorophenyl)propanamide (5n)

—12.322
—11.561
10.101

NejNe] o L
< [e0] —~
™ oM ~— [e)]
~ - I9} =

o
— O o NWO o
N> O O OO (@]
[SpIANCINTO T INTORES RS .
e e e e . o
M AN NNNNAN |

<)
BRUKER
(. ><)

— Current Data Parameters
7.33 (d, J=8.91 Hz, 2 H) H Curx oters
7.62 (d, J=8.88 Hz, 2 H) HN—N N EXPNO 1
/4\ \ cl PROCNO 1
H2N N o) C s
F2 - Acquisition Parameters
Date 20171208
Time 14.04
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
78 7.7 76 75 74 PPpm SWH 6103.516 Hz
FIDRES 0.093132 H=z
o =) 20 5.3687091 sec
< < RG 94.6841
N ™ DW 81.920 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
SFOl1 300.1618536 MHz
NUC1 1H
Pl 13.50 usec
PLW1 9.30000019 W
F2 - Processing parameters
| ST 65536
SF 300.1599999 MH=z
| WDW EM
SSB 0
LB 0.30 Hz
GB 0
| | PC 1.00
I ﬁ ‘
A N L
o R N A I I I I T T T [N AR IR T ]
13 12 11 10 9 8 7 6 5 3 2 1 0 ppm
WE OB 2 W El
o~ ~ o (=) < < =]
(=} =) o o - =} <
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-chlorophenyl)propanamide (5n)

N O r~ o Mo -
e} ~ ™~ <+ m ™M SO NTOOOOoN — M
. P . . . . ANOY[~ < OO M o
o [e)J\s] [e') w0 O L R T S .
~ 0 10 ™ NN N OO OO ® W T M o BRUKER
— — — — TN MEMOM M | (:J;::><::-:>
H Current Data Parameters
—_ NAME LY120
HN N N EXPNO 2
/4\ \ Cl PROCNO 1
HaN"TY
F2 - Acquisition Parameters
Date_ 20171208
Time 19.11
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 14336
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
RQ 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37
L5 53
P32 98.00 usec
TDO 14
======== CHANNEL fl ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 W
== == CHANNEL f2 ==
SF02 300.1612006 MHz
NUCZ2 1H
CPDPRG[2 waltzlé
PCPD2 98.00 usec
PLW2 9.30000019 w
PLW12 0.29359001 W
PLW13 0.20359001 w
F2 - Processing parameters
SI 32768
" PN SN A | - v " y _,.J‘_, L, " SF 75.4753350 MHz
WDW EM
SSB
LB 1.00 Hz
B B I R I B B L R ) K L R AR MY RN N RN RN AR
1.40

180 170 160 150 140 130 120 110 100
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(3-methylphenyl)propanamide (50)

w0 w0 o
— N <t W oOWwWO S O ™M — NN oo A o (—.X‘)
™ n 0 NN @ At HOC OO0 0w o
L ® Smoaddo@®s o MODLNT A O : BRUKER
o™ . . . . . . . . . . . . . . . . . . . . [an]
— — (o) ~r~>~0~0C~0C~ WY <t MO NN NN NN N 1
] | NNVET T SN
S [ I -
Me Current Data Parameters
H NAME Ly123
- N EXPNO 1
HN L/\« PROCNO 1
H N/Q\ sit]
2 N O F2 - Acquisition Parameters
Date 20171228
6.83 (d, J=7.50 Hz, 1 H) Time 16.24
7.15 (t, J=7.79 Hz, 1 H) INSTRUM FOURIER300
_ PROBHD 5 mm DUL 13C-1
7.36 (d, J=8.07 Hz, 1 H) PULPROG 2930
TD 65536
SOLVENT DMSO
NS 16
DS 2
| SWH 6103.516 Hz
| | lﬂ FIDRES 0.093132 Hz
J'\ PI 'H' m BQ 5.3687091 sec
It | [‘ ‘L" RG 116.552
v Y DW 81.920 usec
DE 6.50 usec
T T T T T TE 300.0 K
D1 1.00000000 sec
7.4 7.2 7.0 ppm Do 1
b | l J
N[ e ey o ======== CHANNEL f1 ========
e =2 ‘0 = SFO1 300.1618536 MHz
P1 13 .50 usec
PLW1 9.30000019 W
e F2 - Processing parameters
MeCN
SI 65536
i SF 300.1600003 MH=z
WDW
| SSB 0
I LE 0.30 Hz
I oy [ GB 0
| | BC 1.00
‘ | Jl J
A ] A e LA
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(3-methylphenyl)propanamide (50)

(o)} — w O N O Mmoo
[§\ @ O — WO oMo S O
o o WO o~ w Moo W0
—~- ny o ™ N N
— — — —

H Me
HN—N N
H2N/<\ M \©

N o)

mu-nnunhnnquwAumuuwuﬁuJLmn " " I

Me(N

—

| T T T T T T T 1
180 170 160 150 140 130 120 110 100

T
90

|
80

T
70

|
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T
50

\
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|
30

T
20

10

0 ppm

Current Data Parameters

NAME LY123
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20171211

Time 19.43
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 14336

DS 4

SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187

DW 20.480 usec
DE 6.50 usec
TE 300.1 K

D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37

L5 53

P32 98.00 usec
TDO 14

= CHANNEL f1 =

75.4828392 MHz
13C
15.00 usec
22.00000000 W
======== CHANNEL f2 ========
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzle
PCPD2 98.00 usec
PLW2 9.30000019 w
PLW1Z2 0.29359001 w
PLW13 0.20359001 w
F2 - Processing parameters
ST 32768
SF 75.4753344 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-methylphenyl)propanamide (5p)

— =} o
— © w0 ERCERE) @ < OO DNWOW o
™ T3} ) @ 1 O WO 0 ™ mMoTNAOO M o

- foe T oo o~ o MEOOOO WS TN -
— — o) o~~~ o) To) M NN NN NN I

Current Data Parameters
7.08 (d, J=8.19 Hz, 2 H) NAME LY106
— EXPNO
7.47 (d, J=8.40 Hz, 2 H) H PROCNO 1
HN—N N
\! F2 - Acquisition Parameters
H2N/<\ )\/\« Me Date_ 20171203
N (0] | Time 19.30
INSTRUM FOQURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6103.516 Hz
FIDRES 0.093132 Hz
76 75 74 73 7.2 ppm o) 5.3687091 sec
RG 83.6023
w0 [7<3 DW 81.920 usec
S e DE 6.50 usec
N ~N TE 300.0 K
D1 1.00000000 sec
TDO 1
======== (CHANNEL f]1 ========
SFO1 300.1618536 MHz
NUC1 1H
P1 13.50 usec
PLW1 9.30000019 W
|
I F2 - Processing parameters
| I SI 65536
SF 300.1600002 MHz
WDW EM
SSB 0
LB 0.30 Hz
| GB 0
| PC 1.00
| ' J
[ [ J
I [ froerrTrer I I B D I I I I I I |
13 12 11 10 9 8 7 6 5 4 3 2 1 0 ppm
< — o 0| o n © Q| [
o o - o N - o </ ™
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-methylphenyl)propanamide (5p)

=) w0 W —~ WO w [oe] W o™=~ OO o
. . . . e . . N[~ T —HOUNoM o
s gg g3 o . BRUKER
~—~ un w ™M™ — COYOYOYOY O OO 00O o
— — — — ST O NN 1 L.X)
Current Data Parameters
NAME LY106
H EXPNO 3
HN_N N PROCNO 1
\ F2 - Acquisition Parameters
H2N/<\ )\/\« Me Date_ 20171203
N 0] Time 19.49
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 14336
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
20 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.0043%029 sec
L4 37
L5 53
P32 98.00 usec
TDO 14
======== CHANNEL fl ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 w
======== (CHANNEL f2 ========
SF02 300.1612006 MH=z
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 98.00 usec
PLW2 9.30000019 w
PLW12 0.29359001 W
PLW13 0.20359001 w
F2 - Processing parameters
A . " ’ - N J\J SI 32768
- ot o G e v Whhivy e oE 75.4753350 MHz
WDW EM
SSB ]
LB 1.00 Hz
A U I I I N A NN I I NN B RN R AR IR B RN R AR -} 0
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppmd° hao
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-isopropylphenyl)propanamide (5q)

™~ [ee) o
o~ Ty < N~ < W0 e} N O T AOMNMOSFTONNO AOD O
™ To) <) (=N NTo NN ~ N NOOITNAOM A0~ 0N O
. . © N ~ O MOWOOOMES~OWOOWOW T TO A
o~ — . . B . T ]
S o R O NP PN PP B BE%R
Current Data Parameters
1.17 (d, J=6.93 Hz, 6 H) NAME LY122
2.82 (m, J=6.88 Hz, 1 H) E;gggo i
7.14 (d, J=8.49 Hz, 2 H)
7.49 (d, J=8.49 Hz, 2 H) F2 - Acquisition Parameters
Date 20171210
Time 16.46
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6103.516 Hz
7.2 ppm 29 28 27 ppm 12 ppm FIDRES 0.093132 Hz
RO 5.3687091 sec
RG 87.8949
DW 81.920 usec
DE 6.50 usec
|‘ TE 300.0 K
D1 1.00000000 sec
TDO 1
HN N ======== CHANNEL fl =—mm=—=—===
/4 sFol 300.1618536 MHz
HoNT SNy NUC1 1H
Pl 13.50 usec
PLW1 9.30000019 W
F2 - Processing parameters
SI 65536
SF 300.1600003 MH=z
WDW EM
SSB 0
MeCN LB 0.30 Hz
| ! GB 0
! ¢ PC 1.00
| \ l ! A |
[
A J A | A
prorrrreer I [ YT [ frerrrreeT ] | T YT TprrTTTTTeTT prorrrrees [rrrTT
12 10 9 8 7 6 5 4 3 2 1 ppm
N ~ < Qe w < (9 S
=] o - NN - o —|M ©o
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-isopropylphenyl)propanamide (5q)

fes] ™M [S IS o
— o W o o — o MO MmO~ N W o (:—-.:::>‘:::'-:>
. .. . . . . N OV~ = 00 WM~ o

()] o O o ~ (e} [e0] s e s s s « s s . .

~ N 0 < ™ [ —— O OVON OV O 0 0O < N M o IEI;I:!'IJ'I“;IEEIE!

— — — — A SLOMMMOMOMMMA [ t:-d;::>‘::;-:)
Current Data Parameters
NAME Y122
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20171210
Time™ 17.10
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 14336
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
A0 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.1 K
D1 .00000000 sec

2

0.03000000 sec
D31 0.00001500 sec

0.00439029 sec

Fi
HN-N N Ts 23
H2N/<\ m \©\iPr P32 98.00 usec

N o)
CHANNEL f1l ========
75.4828392 MHz
13C
15.00 usec
22.00000000 W
CHANNEL £2
300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 98.00 usec
PLW2 9.30000019 w
PLW1Z2 0.29359001 W
PLW13 0.20359001 W
F2 - Processing parameters
L L 1 | s1 32768
s - SF 75.4753350 MHz
WDW EM
SSB 0
LB 1.00 Hz
B I I I I I I I R I I R RN AR MR RARRRRRRAN ) 0 o
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm'* ke
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(3-methoxyphenyl)propanamide (5r)

™~ Tp] T AN N A OO NN THOOOOOD A1 00000~ OO A A0 OO OO O o
. G\(ﬂ Oﬁ ﬁﬁ(V — rﬂ rﬂ r4 r4 r4 oo K)\Q QD QD w0 W r= CD F= (el e SRNo TN I T R To INTo A~ LI~ | .
— . .. P s s s s s s s s s o
S — mF‘F‘l“l“l“r‘r‘F‘F‘F—F‘PKOKOKOKO\OKO\OKOLDLOMC")NC\J(\l(\l(\]C\JC\JC\J(\J I
6.60 (ddd, J=1.11, 2.46, 7.95 Hz, 1 H)
7.11 (ddd, J=1.46, 1.46, 8.29 Hz, 1 H) OMe
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Current Data Parameters

NAME LY140
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20171219

Time 13.29
INSTRUM FOURIER300
PROBHD S mm DUL 13C-1
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 6103.702 Hz
FIDRES 0.093135 Hz
AQ 5.3685451 sec
RG 141.254

DW 81.918 usec
DE 6.50 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 300.1618536 MHz
NUC1 1H

Pl 13.50 usec
PLW1 9.30000019 W

F2 - Processing parameters
SI 65536

SF 300.1599999 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

BC 1.00
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(3-methoxyphenyl)propanamide (5r)
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Current Data Parameters

NAME LY140
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20171227

Time 19.30
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG Zgpg30

D 65536
SOLVENT DMSO

NS 14336

DS 4

SWH 24414 .063 Hz
FIDRES 0.37252% Hz
RO 1.3421773 sec
RG 501.187

oW 20.480 usec
DE 6.50 usec
TE 300.1 K

D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.00439029 sec
L4 37

LS 53

P32 98.00 usec
TDO 14
======== CHANNEL fl1 ========
SFO1 75.4B828392 MHz
NUC1 13C

Pl 15.00 usec
PLW1 22.00000000 W
======== CHANNEL f2 ========
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 98.00 usec
PLW2 9.30000019 W
PLW12 0.29359001 W
PLW13 0.20359001 W

F2 - Processing parameters
SI 32768

SF 75.4753345 MHzZ
WDW E

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-methoxyphenyl)propanamide (5s)
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Current Data Parameters

NAME LY109
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date 20171226

Time 16.14
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG z2g30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 6103.516 Hz
FIDRES 0.093132 Hz
AQ 5.3687091 sec
RG 158.089

DW 81.920 usec
DE 6.50 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H

Pl 13.50 usec
PLW1 9.30000019 w

F2 - Processing parameters
SI 65536

SF 300.1600008 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-methoxyphenyl)propanamide (5s)
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Current Data Parameters
H NAME LY109
HN—N N EXPNO 2
PROCNO 1
A N OMe
H2N N o) F2 - Acquisition Parameters
Date 20171201
Time 20.18
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 14336
DS 4
SWH 24414.063
FIDRES 0.372529
AQ 1.3421773
RG 501.187
DWW 20.480
DE 6.50
TE 300.0
D1 2.00000000
D11 0.03000000
D31 0.00001500
D40 0.00439029
L4 37
L5 53
P32 98.00
TDO 14
======== CHANNEL f1l
SFO1 75.4828392
NUC1 13C
Pl 15.00
PLW1 22.00000000
======== CHANNEL f2
SFO2 300.1612006
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 98.00
PLW2 9.30000019
PLW12 0.29359001
PLW13 0.20359001
F2 - Processing parameters
SI 32768
v P I——— —— PR i : ’ S — ST 75.4753350
WDW EM
SS5B 0
1B 1.00
'”‘”‘”I”‘”‘”'V'”'”‘W'”'”'”\”‘”'”'V'”'”'W'”‘”‘”I”‘”'”'V'”'”‘W‘”'”'”\”‘”'”'V'”'”‘W'”‘”‘”I”'”'”'V'”'”'W‘”‘”'”\”‘”'”'F'”‘”‘W'”‘”‘”I”'”'”‘;g 0 1.40
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-acetamidophenyl)propanamide (5t)
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Current Data Parameters
NAME LY131
O EXPNO 3
N >L PROCNO 1
\ Me
,/4§ N F2 - Acquisition Parameters
H Date_ 20171226
Time 16.22
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
D3 2
SWH 6103.516 Hz
FIDRES 0.093132 Hz
AQ 5.3687091 sec
RG 137.747
DW 81.920 usec
DE 6.50 usec
TE 300.0 K
| D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 300.1618536 MHz
NUC1 1H
Pl 13.50 usec
PLW1 9.3000001% W
F2 - Processing parameters
ST 65536
SF 300.1600008 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
[ ! |
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3-(5-Amino-1H-1,2,4-triazol-3-yl)-N-(4-acetamidophenyl)propanamide (5t)
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0] Current Data Parameters
H NAME Ly131
HN—N N >\\ EXPNO 2
\ Me PROCNO 1
S N
H2N N o) H F2 - Acquisition Parameters
Date 20171213
Time 19.48
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 14336
DS 4
SWH 24414.063 Hz
I FIDRES 0.372529 Hz
AQ 1.3421773 sec
134.5 ppm RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001500 sec
D40 0.0043%029 sec
L4 37
L5 53
P32 98.00 usec
TDO 14
======== CHANNEL fl ========
SFO1 75.4828392 MHz
NUC1 13C
Pl 15.00 usec
PLW1 22.00000000 W
======== CHANNEL f2 ========
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzle
PCPD2 98.00 usec
PLW2 9.3000001% W
PLW12 0.29359001 W
PLW13 0.20359001 W
F2 - Processing parameters
L 31 32768
N At - o SF 75.4753348 MHz
WDW EM
SSB 0
LB 1.00 Hz
I D L I B e B B A AR RS EEARARAAY RN MR 0
PC 1.40
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X-ray crystallography: packing and interactions in the crystals of 5j



Figure S1. Molecular packing in 5j: (a) a view of the supramolecular layer parallel to (1 0 1) sustained by N-H~O

and N-H~N hydrogen bonding shown as orange and blue dashed lines, respectively, and (b) a view in projection

down the b-axis of the unit cell contents. The C-H~m interactions are shown as purple dashed lines.
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Table S1. Geometric parameters (A, °) characterising the identified intermolecular interactions in the

crystal of 5j.

A H B A-H H-B A-B A-H-B symm. operation
N1 Hin 08 0.874(10) 1.994(11) 2.8568(13)  169.0(14) Vo-X, Voty, 1%5-2
N5 H2n N2 0.906(13) 1.998(14) 2.8866(15)  166.5(14) Vo-X, Voty, 1%5-2
N5 H3n 08 0.891(15) 2.535(15) 3.1243(14)  124.2(12) X, 1+y, z

N8 H4n N4 0.875(13) 2.038(13) 2.9106(14) 174.5(12) 1-x, 1-y, 1-z

c7 H7a  Cg(1)* 0.99 2.77 3.6701(12) 151 1-x, -y, 1-z

Cg(1) is the ring centroid of the C9-C14 ring.
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